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2072. Examples the application statistical 
methods analytical chemistry. Maurice 
(N.V. Res. Inst., Arnhem, Holland). anal. 
Chem., 1957, 158 (4), 271-279.—The first two ex- 
amples chosen are the evaluation calibration 
curves and the interchangeability cells spectro- 
photometry. The use the method least 
squares particularly advantageous filter 
photometer employed instead spectrophoto- 
meter, since the curve frequently deviates from 
linearity. The accuracy spectrophotometric 
method can evaluated from the data used for 
calibration. the third example, shown how 
the analysis variance yields information 
which steps analysis contribute significantly 


2073. o-Dithiols analysis. VI. Diacetyltoluene- 
coagulant, catalyst and precipitant 
for sulphur and metallic sulphides. Clark 
(Dept. Sci. and Technol., Cambs. Tech. Coll. 
and School Art, Cambridge, England). 
(dithiol) its diacetate (diacetyldithiol) added 
acid suspension metal sulphides, coagula- 
tion hastened and the pptd. sulphides become 
water-repellent. The latter reagent more stable 
and less volatile than the former. various 
sulphur compounds tried, none was 
these. The reagent also coagulant for colloidal 
acid soln., and acts catalyst for the com- 
plete pptn. from acidified arsenate soln. 
and elementary from hot acid soln. 
SnCl,. catalyses the pptn. sulphide from 
acid soln. the ppt. coagulating rapidly, 
and also the reduction coloured products 
hexamine, paraformaldehyde and 
formic acid. When excess diacetyldithiol 
added acid soln. brick-red complex 
forms slowly and coagulates readily; 
and tartrate not interfere, but silicate does. 


2074. o-Aminobenzenethiol inorganic analysis. 
Hamm (Oklahoma Univ., Stillwater, U.S.A.). 
application o-aminobenzenethiol (I) the 
determination various ions described. 
forms yellow complex with dil. acid soln. 
the colour being measured photo- 
metrically. Interferences were investigated, and 
several alloys analysed. useful qual. test for 
comprises adjusting acid soln. containing much 
dissolved Bi-I complex >1-5, when 
bright orange floc separates out. 


gravimetric determination and qual. pro- 
cedure for are based their respective reduc- 
tions with volumetric determination 
was investigated. 


was established that may 
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determined its quant. gravimetric pptn. 
HNO, with and interfere. 


2075. Application organic derivatives sul- 
phurous, selenous and tellurous acids analytical 
chemistry. Alimarin and Sotnikov 
(Dept. Anal. Chem., Moscow Univ.). Chem. Anal., 
Warsaw, 1957, (3), 222-228.—-In investigation 
large number organic derivatives these 
acids was found that benzenesulphinic, benzene- 
selenous acids form 
insoluble salts with Ti, Th, Hf, Pb, 
Nb, Ta, and which may value the 
development new analytical methods for these 
metals. 


2076. Simplified and extended scheme analysis 
for the common cations, based paper chromato- 
(The Univ., Cairo, Egypt). Anal. Chim. Acta, 
1957, (4), 397-407 (in English).—The chromato- 
gram-comparison method Chem. Soc., 1951, 
470) has been improved that the location, 
identification and confirmation ~30 different 
cations (including Li, Be, Ce, Ti, Mo, and 
0-1 soln. can now made with only six 
strip-chromatograms, two each the three 
solvent mixtures, viz, butanol benzoylacetone, 
HNO,, and Only 
six drops the sample soln. are needed for the 
complete analysis. The six separate strips (one 
drop each) are divided into three locating and 
three confirmatory strips. The locating strips are 
sprayed with kojic acid ethanolic oxine mixture 
and, after drying, are viewed u.v. light while 
treating them with NH, vapour. Certain cations 
are revealed dark fluorescent spots having 
specific colours; identification aided viewing 
the spots daylight. The strips are then sprayed 
with aq. NH, containing H,S, whereby certain 
coloured sulphides are revealed drying. The 
identification all the newly revealed spots madé 
more accurate reference their values (listed) 
the three solvent mixtures. Final confirmation 
obtained applying the specific reagent sprays 
determined places the three confirmatory strips. 
Tartrate, acetate, formate and citrate anions, 
also should removed initially described. 


2077. Systematic scheme qualitative analysis 
for anions. Taimni and Manohar Lal 
(The Univ., Allahabad, India). Anal. Chim. Acta, 
1957, (4), 367-371; 372-378 (in English).—In 
the general scheme given, the sample 3g) 
boiled with Na,CO, 10g) and H,O 100 
for ~10 min. and any ppt. filtered off. The 
filtrate, containing most the acid radicals and 
some amphoteric radicals, treated with basic 
reagents for separation into groups, the soln. being 


Abstr. 2078-2085] 


kept always alkaline neutral. Each group ppt. 
and filtrate then analysed for the detection the 
separate anions. The scheme excludes 
CO,?-, silicate, borate and acetate. 

The full procedures for separating ~20 anions 
into groups and then detecting them systematically 
are given tables. The groups are pptd. (usually 
conc. acetate [division into three 
sub-groups then made (i) warming the ppt. 
with excess dil. aq. adding magnesia 
mixture and conc. aq. NH, the ammoniacal 
filtrate, and adding Ca(NO,), and 
the filtrate from the second 0-5 
detect and remove any and finally, 
slight excess AgNO, soln. BAKER 


2078. Standards for measurements from 60° 
Standards, Washington, D.C., U.S.A.). 
Nat. Bur. Stand., 1957, (4), 
measurements have been made and standard 
values assigned five the primary 
0-025 and Na,HPO,, and 0-01 
Na,B,O,, the range 60° 90°. Because the 
negative temp. coeff. solubility Ca(OH), soln. 
satd. 25°, standard value was not assigned 
this soln. this extended range. The methods 
expt. and calculation are given, and the results, 
including all those previously published for the six 
standards, are tabulated for every from 
60°, then every 10° from 60° to 90°, and 95°. 
Results for satd. tartrate are not tabulated 
below 25°, and for satd. Ca(OH), not above 60°. 


Concentrations are quoted molalities (moles per 
water), since these not change with temp., 
but the soln. are prepared the same numerical 
molarities (moles per litre), errors should not exceed 
0-001 unit, except for tetroxalate, when they 


may reach 0-002 unit. Reference soln. are stable 
for several weeks stored room temp. 
Sen, Berg and West State 
Univ., Baton Rouge, U.S.A.). Anal. Chim. Acta, 
1957, (4), 355-359 (in English).—The reversible 
and reproducible changes optical extinction 
the complex with 5-disulphonic 
acid (cf. Brit. Abstr. 1944, 111) depend pH, 
that the system can used for double-indicator 
titrations and universal indicator (pH 10). 
Colour changes and limitations the new indicator, 
and suitable titrations, are discussed. 
BAKER 


2080. Phenolquinolinein, new analytical indi- 
cator, and its dissociation constants. 
Chem. Tech. Inst., Belgrade, Yugoslavia). Bull. 
Soc. Chim. Belgrade, 1957, (4), 
Phenolquinolinein, obtained the condensation 
quinolinic anhydride with phenol (cf. and 
Golubovié, Bull. Soc. Chim. Belgrade, 1955, 20, 
292), satisfactory indicator for volumetric 
determinations. Its similarity with phenolphthal- 
ein was confirmed potentiometric the 
two compounds. The dissociation constants 
phenolquinolinein and phenolphthalein alcoholic 
soln. were compared and found very similar. 
Further characteristics phenolquinolinein were 
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The plot light absorption vs. values confirmed 
results obtained potentiometrically. 

GROCHOWSKI 


2081. indicators. Methyl- 
thymol blue acid base indicator. 
and Kakaé (Res. Inst. Pharm. and Biochem., 
Prague). Chem. Listy, 1957, (9), 
The acid basic behaviour methylthymol blue 
was studied potentiometrically and spectrophoto- 
metrically. The first three deprotonations are not 
accompanied colour change, but with subse- 
quent deprotonations characteristic colour changes 
occur, which are similar those caused the 
addition protons strongly acid medium. The 
values the last three deprotonations were 
measured. The appearance 
bestic points absorption curves, registered the 
range which the colour change the indi- 
cator occurs, confirms that simple equilibria the 
corresponding ions the dye are the basis these 
effects. The observed phenomena are explained 
accordance with colour changes other acid 
basic indicators the sulphonephthalein type. 

ZYKA 


2082. primary titri- 
metric standards. Runge, Behrends and 
Ernst (Inst. fiir Tech. Chem., Univ., Halle, Ger- 
many). anal. Chem., 1957, 158 (4), 
Aromatic sulphonylamines, particularly the strongly 
acidic are suit- 
able standards. crystallise 
without water crystallisation and are stable 
the solid state well soln. Waton 


2083. The use cupric oxide standard 
iodimetric analysis. Basinska and Bobinska 
(Dept. Inorg. Chem., Copernicus Univ., Torun, 
Poland). Chem. Anal., Warsaw, 1957, (3), 240- 
244.—Cupric oxide recommended for the stand- 
ardisation soln. The oxide 
which preferably obtained heating cupric 
nitrate constant weight 700°, dissolved 
(1-5 isadded. The liberated iodine titrated 
with Na,S,O, and starch indicator. 


Leitch and Lewis (Dept. Chem., Queen’s 
Univ., Belfast, 1958, 88, 
titrations soln. NaCl with AgNO, 
with dichlorofluorescein indicator more accurate 
and clear-cut end-point obtained observing the 
character the ppt. the end-point breaks 
down and becomes finely divided and granular. 
Associated colour changes occur the ppt. and 
supernatant liquid. agree with those 
obtained the Mohr method. Comparable 
changes not occur the titration the other 
halides the alkalis with thiocyanates. 


2085. Poised reduction 
Quantitative evaluation redox poising capacity 
and its relation the feasibility redox titrations. 
Nightingale, jun. (Univ. Nebraska, Lincoln, 
U.S.A.). Anal. Chem., 1958, (2), 
The efficiency redox couples minimising the 
change potential the addition reductant 
discussed. The quant. capacity the couples 
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2086. Paper-chromatographic separation 
Hartkamp and Specker (Inst. fiir Spektrochem. 
Spektroskopie, Dortmund-Aplerbeck, 
Germany). anal. Chem., 1957, 158 (3), 
The dependence the values for cations the 
composition the eluent studied for paper 
chromatograms with eluent mixtures comprising 
organic solvent Three main types 
of curve are obtained, corresponding to different 
groups cations. For one group, the values 
depend only the concn. water, for another 
group the values are functions each the 
other and third group shows both types 
behaviour different regions the curve. Eluents 
containing lower aliphatic alcohols behave differ- 
ently from those containing other organic solvents. 
The transport cations can inhibited HCl. 
These variations are attributed complex-ion 
formation which affects the partition these ions 
between the moving eluent and stationary aq. 
film adsorbed the cellulose. Expressions are 
derived for partition coeff., and hence for values, 
which agree with the observed behaviour. 


2087. Detection chromatographic spots 
paper. Szent-Gyorgyi (Marine Biol. 
Woods Hole, Mass., U.S.A.). Science, 1957, 126, 
751.—Dipping the paper liquid and viewing 
near-u.v. light reveals fluorescence many com- 
pounds that fail show any room temp. 
Placing the paper down the side glass cylinder, 
filling with solid CO, and viewing similarly situ 
also useful some instances. 


2088. Polar and steric effects paper chromato- 
sex Hosp., London). 1957, 82, 835-837. 
Although general correlations between chemical 
structure and chromatographic 
normally indeterminable, few cases simple 
relations exist and these have been studied. 
Examples are given the influence both polar 
and steric effects. (51 references.) 


2089. Isotope effects gas-liquid chromato- 
graphy. Wilzbach and Riesz (Argonne 
Nat. Lab., Lemont, Science, 1957, 
126, retention vol., which 
may result from the extensive substitution 
deuterium tritium for hydrogen 
compounds, are described. 

2090. Recent chromatographic methods gas 
analysis. (Lab. fiir Gasanal., Akad. der 
Wissenschaften, Brno, Czechoslovakia). 
Kohle, 1957, (7), review. (10 
references.) PEARSON 


2091. Recent advances the preparation and 


(High Polymers Group, Chem. Res. Lab., Tedding- 
ton, Middx.). Analyst, 1958, ion- 
exchange materials are described, including chelating 
resins, ion-exchange papers ion-exchange 
membranes. Among new techniques described are 
gradient elution, ion-exclusion partition 
chromatography, analytical procedures involving 
reactions occurring either the surface within 
the resin, and the use ion-exchange resins for 
increasing the sensitivity selectivity spot tests. 


[Abstr. 


2092. Paper electrophoresis. Musil (Dept. 
Clin. Biochem., Fac. Hygiene, Univ., 
Prague). Farm., 1957, (9), 
review, with examples practical application 
and with 194 references, presented. 


2093. Solvents for ultra-violet spectrophotometry 
purification catalytic hydrogenation. 
and Tuey (Res. Lab., May Baker, Ltd., 
Dagenham, England). Spectr. Gr. Bull., 
saturated groups commercial solvents may 
removed hydrogenation with the use Raney 
nickel catalyst autoclave. SKIRROW 


See also Triethylenetetramine 
analytical reagent. 2116, 1-(2-Pyridylazo)-2- 
naphthol metallochromic indicator. 2118, 
2175, 2178, Fast grey colorimetric reagent. 
2135, Nitronaphthylamines reagents for 
and 2219, 2-Mercaptobenziminazole and 
2-mercaptobenzothiazole reagents for Pd. 2312, 
Use 
naphthol-4-sulphonic indicator. 


ANALYSIS 


2094. Determination free acid the presence 
Energy Div., Phillips Pet. Co., Idaho Falls, U.S.A.). 
Anal. Chem., 1958, (2), 
titration 1-5 soln. metal ions (as nitrate) 
HNO, respectively. sharp conducti- 
metric end-point obtained with most the metals 
tried, but and give sudden fall 
conductivity near the end-point, which perhaps 
due absorption acid the ppt. formed. 
titration free acid the presence hydrolysable 
oxalate soln. suitable value, adding the sample 
containing acid and the metal nitrate, and titrating 
with NaOH back the original pH. The optimum 
plotting acid base bias against this oxa- 


Paper-chromatographic 
cations. Chromatographic behaviour metal 
chlorides the eluent system tetrahydrofuran 
water hydrogen chloride. Hartkamp and 
Specker (Inst. fiir Spektrochem. 
Spektroskopie, Dortmund, Germany). anal. 
Chem., 1957, 158 (2), the variation 
with the composition the solvent (tetra- 
hydrofuran HCl- water) studied for several 
cations, four types function are found. high 
proportions organic constituent, second front 
(water acid front) appears. Waton 


2096. Anion-exchange adsorption some metals 
from mixed solvents. Yukichi Yoshino and Yoshimi 
Kurimura (Coll. Gen. Educ., Univ. Tokyo, 
Komaba, Meguro-ku, Japan). Bull. Chem. Soc. 
Japan, 1957, (6), factors 
between Dowex 1-X8 and 1-X4 resins and soln. are 
measured for and with soln. containing 
different concn. HCl and various proportions 
acetone and alcohols. The partition factors are 
calculated from the residual metal ion 


Abstr. 2097-2100) 


soln., with tracer determine Zn, and the 
carbamate photometric method for Cu. Addition 
the org. solvent greatly increases the adsorption 
there linear relation between partition factor 
and concn. org. solvent 60%. With 
HCl. These solvent effects are attributed 
increase the formation negatively charged 
metal chloride complexes due the dehydrating 
effects the org. solvents. There may some 
application the separation metals. 
DENSHAM 


2097. Flame-spectrophotometric 
Determination strontium. Shigero Ikeda (Res. 
Inst. Iron, Steel and other Metals, Tohoku 
Univ., Sendai). Chem. Soc. 
Japan, Pure Chem. Sect., 1957, (9), 
The influence various acids and metal ions 
the flame spectrum was studied with oxy- 
hydrogen flame (H, 3-0; per sq. in.). 
increase concn. H,SO,, HNO, and 
decreases the intensity 460-7 my, due Sr, 
increasing extent this sequence. the presence 
H,SO,, HNO, and respectively, the 
intensity remains constant. Acetic and perchloric 
acids slightly increase the intensity, whilst HC! has 
little effect. Alkali-metal ions increase the intensity 
increasing extent the sequence Li, Na, 
Although Ba, and lower alcohols increase the 
intensity, Ca, Fe, Cr, and decrease it. The 
same effect found for the band-head 681 

per sq. in.) gradually decreases the 
addition H,SO, and remaining almost 
unchanged H,SO, and 
Whilst Na, and increase the 
intensity, Cu, Co, Al, Ba, Sr, and decrease 
increasing extent this sequence. The 
working curve linear for 200 p.p.m. Cr. 

The self-interference and mutual interference 
alkali metals. Shigero Ikeda. 1957, 
(9), intensity concn. diagram 
alkali metals was examined with resonance and 
non-resonance lines. The higher the ionisation 
potential, the more marked the extent which 
self-interference takes place. low concn., the 
thermal ionisation those metals having low 
ionisation potentials (K, and Cs) significantly 
decreases the number un-ionised atoms capable 
emitting resonance lines. 

IX. The interaction alkaline-earth metals. 
Shigero Ikeda. Jbid., 1957, (10), 
Metals having higher ionisation potential decrease 
the intensity the spectra those metals having 
lower ionisation potential, whereas those having 
the lower ionisation potential increase that those 
having the higher ionisation potential. 

Interferences phosphoric and sulphuric acids 
and chromium alkaline-earth 
Ikeda. 1957, (10), 
intensity the line- and the band-spectra 
alkaline-earth metals decreases almost linearly 
the soln. until the molar ratio reaches certain 
the presence more Cr, the intensity 
remains constant. would appear that chemical 
combination taking place the flame the molar 
ratio mentioned above. Saito 
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2098. Use diethyl hydrogen phosphorodithioate 
for the separation small amounts copper, 
cadmium, lead and bismuth zinc and for the 
polarographic determination germanium the 
Ivanova (Moscow Moskov. Univ., 
1957, (3), hydrogen phosphoro- 
dithioate (I) forming the nickel salt, 
recrystallising the salt from acetone, and passing its 
saturated aq. soln. through column SBS 
form). determine impurities zinc, the sample 
0-058 then extracted twice with ether. The 
extract contains Cu, Cd, and and the aq. 
layer contains and which not react with 
The ether layer separated, the ether evaporated 
off, and the residue treated with HNO,, HCl, 
etc., obtain soln. for polarographic determina- 
tion the impurities. For the determination 
the filtrate, after addition KCl and adjust- 
ment the 8-37, can made. 

SMITH 


2099. Chemical analysis ceramic alloys 
alloys used for without the use hydro- 
levskaya (Inst. Metal-Ceramics and Special 
Alloys, Acad. Sci., Lab., 1957, 
(8), 912-913.—Methods for analysing alloys 
containing Ag, Ni, Fe, etc., are described. 
The sample attacked without external 
hot dil. HNO, (1:1), then hot 
water added and the beaker heated 
water bath until there further liberation 
nitrogen oxides. The soln. filtered, the residue 
washed with hot and the the 
cooled filtrate titrated electrometrically with 
NaCl. The soln. filtered, the filtrate 
retained and the ppt. combined with the residue 
containing The ppt. and residue are heated 
added and the soln. heated complete the 
dissolution the alloy followed pptn. WO, 
and decomposition the excess H,O,. After 
addition gelatin soln. (to coagulate 
the WO,) and conc. the soln. 
diluted with hot water and filtered 
into the flask containing the filtrate from the AgCl. 
Aliquot portions the soln. are used for determin- 
ing colorimetrically with dimethylglyoxime and 
colorimetrically with after destruction 
the oxalic acid. SMITH 


2100. Determination the helium and hydrogen 
content natural gases with elution chromato- 
graphy. and Graf (Mineral Oil Produc- 
tion Trust, Nagykanizsa, Hungary). Magyar 
Foly., 1957, (8), the method 
described, and can separately determined 
1%, the determination takes only few 
min. For mixtures different composition, the 
analysis requires min., for higher concn. 
longer column may used. The apparatus 
consists two columns (diam. 7mm); both are 
packed with Nuxit-AL carbon (diam. 0-75 mm). 
The first column 70cm long and cooled 
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between —60° and —70°. The second column 
240 long and kept room temp. For the 
presence He, one more cooled column needed 
the other end the apparatus. The mixture 
gases condensed the first column and then 
eluted CO, dry air. The gas quant. deter- 
meter. CO, used eluent, and cannot 
separated. The theory the formation gas 
chromatograms discussed for the case where the 
energy adsorption the eluent gas exceeds that 
the component determined. 


2101. Simultaneous determination water and 
carbon dioxide rocks and minerals. Riley 
(Dept. Oceanography, Univ. Liverpool, 
England). 1958, 88, 42-49.—The appar- 
atus described consists electrically heated 
silica combustion-tube, electrically heated silica 
tube containing copper wire and silver pumice, 
and two tared absorption tubes containing 
absorb water and soda asbestos absorb 
respectively. When the mineral contains more than 
H,PO, interposed between the two absorption 
tubes. For the analysis most rock samples the 
main furnace run 1100°, but with some temp. 
1200° necessary. The evolved CO, and water 
are led into the absorption tubes means 
The main combustion tube provided 
with insertion device means which cooling 
the tube between determinations unnecessary. 
The method showed standard deviation 
with sample rock containing ~5% 
water. Comparison several methods for deter- 
mination water rocks was made and was 
concluded that the methods Pentield (Amer. 
Sci., 1894, 48, 30) and Shapiro al. (Anal. 
Abstr., 1956, 963) tend give low results. 


Matsukawa and Taylor (Univ. Leicester, Eng- 
land). Rev. Sci. Instrum., 1957, (9), 
recently described method (Research Correspon- 
dence, 1956, S37), which liquid phosphor 
containing the tritiated material viewed 
photomultiplier whose current output measured 
directly with galvanometer moderate sensitivity, 
has been modified. marked improvement 
accuracy and significant lowering the limit 
measurable activity have been achieved. 

SKIRROW 


2103. Spectrographic determination traces 
Radwan (Anal. Dept., Inst. 
Warsaw). Chem. Anal., Warsaw, 1957, (3), 
After being converted into the hydroxide, 
the sample excited between two copper electrodes 
with a.c. arc. The analytical line 
recorded photographic plate. Concentrations 


2104. Flame-photometric determination trace 
amounts lithium, sodium, potassium and calcium 
graphites. (Dept. Tech. Physics, 
Inst. Gen. Chem., Warsaw). Chem. 
Warsaw, 1957, (3), the rapid method 
described, the sample ashed platinum 
treated with mixture HF, and H,SO,, 


2101-2109 


and evaporated almost dryness. The residue 
diluted with water and fed into flame photometer. 
The coefficients variation results from deter- 
minations were for Li, for Na, for 


2105. Studies and analytical evaluation triple 
salts the type 
Reimers (Univ., Graz, Austria). Acta, 
1957, (6), triple salts, where 
Ca, Cd, Mn, Co, Cu, are described. For 
the gravimetric determination Na, the salts 
were used. The error with the nickel salt 
was and with the cobalt salt 0-5%. 
When the salts were titrated complexometrically 
the errors were 1°,. the presence 
several foreign elements, especially the alkali and 
other bivalent elements, the error was 1%. 


2106. Radio-chromatographic separation sodium 
and potassium. Schiller and (Inst. 
Anal. Chem., High School Chem. Technol., 
Bratislava, Czechoslovakia). Chem. 1957, 
add and examine 0-05 this soln. (con- 
chromatographic technique Whatman paper No. 
solvent. The detection carried out with auto- 
radiographic radiometric methods. 


2107. Study the conditions for the 
photometric determination sodium and potassium 
silicates. (V¥zkumny Ustav Staveb- 
nich Hmot, Brno, Czechoslovakia). Chem. 
1957, (3), due Ca, 
Aland 15°, Fe,O, MgO the flame- 
photometric determination and has been 
studied, and the following procedure for silicates 
proposed. Weigh the sample dried 
110°, into platinum dish, add suitable amount 
and mix with platinum wire. Add conc. 
ml), set aside for hr., and evaporate 
bath. Repeat the procedure and heat the 
residue for min. 550°. Cool, add conc. HCl 
ml) and hot water, mix and set aside for min. 
hot-water bath. Filter, wash the residue with 
hot water, and dilute the filtrate 250 
mine and with the use flame photometer. 

2108. Determination microgram quantities 
potassium X-ray emission spectrography ion- 
Welbon and Gaines, jun. (Gen. Elect. Res. 
Lab., Schenectady, N.Y., U.S.A.). Anal. Chem., 
1958, (2), 299-300.— Potassium the range 
150 has been extracted from soln. and from 
mica surfaces ion-exchange membranes and 
determined X-ray emission spectrography. 
The precision the method within 


2109. The fast separation the alkali metals. 
(A.E.R.E., Harwell, England). A.E.R.E. Report 
C/R 2325, 1957, pp.—-Procedures are given for 
the separation 10-mg amounts the short- 
life isotopes and from each other, from 
mixed fission-products, and from large amounts 
Clean and rapid separation can made 
cation exchange short column zirconium 
tungstate; the elements are eluted with 
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Cs. The active fractions are evaporated dryness 
with and and are pptd. and 
weighed chloreplatinates. the separation 
and from mixed fission-products, Fe, 
and other elements are first removed con- 
ventional methods before passing the soln. through 
the ion-exchange column. When large amounts 
are present, preliminary separation and 
(as bismuthinitrites) from made, and the 
final separation from each other and from residual 
achieved the tungstate column. 
BAKER 


2110. Co-precipitation trace amount 
caesium with thallous salts. Noboru Yamagata, 
Toshiko Yamagata and Sadakata Watanabe (Kiriu 
Coll. Tech., Gunma Univ., Kiriu, Japan). 
Chem. Soc. Japan, 1957, (6), 
procedures were investigated for the separation 
carrier-free from other fission products. 
Good results were obtained co-pptn. with TI! 
the form dipicrylaminate, cobaltinitrite, chloro- 
platinate, tungstophosphate copper ferrocyanide. 
Poor results were obtained with tungstosilicate, 
molybdophosphate, chloride, bromide, iodide 
sulphide. The dipicrylaminate method preferred 
because there less risk contamination with 
NH,*, and the reagent can recovered for 
further use. The method described Anal. 
Abstr., 1958, 2111. DENSHAM 


2111. Carrier-free separation caesium from 
fission products the use co-precipitation with 
thallium(I) dipicrylaminate. Noboru Yamagata 
and Sadakata Watanabe (Kiriu Coll. Tech., 
Gunma Univ., Kiriu, Japan). Bull. Chem. Soc. 
Japan, 1957, (6), 580-583.—Various procedures 
for separating from other radioactive fission 
products were investigated, including pptn., ion 
exchange and solvent extraction. The recom- 
mended procedure follows. The sample soln. 
treated with (20mg and 
with NaOH, and Na,CO, added. 
The filtrate and water washings are adjusted 
aq. dipicrylaminate soln. and cooled 0°. 
added, and stirring continued for min. 
The ppt. filtered off, washed with ice water 
and twice with ether 0°, then dissolved 
dryness small counting dish. The recovery 
for fission products. DENSHAM 


2112. Rapid analysis gamma-emitters using 
gamma-ray scintillation spectrometer. Quanti- 
tative analysis mixtures. 
Aoki, Toshio Kurosawa and Seishi Yajima (Gov. 
Chem. Ind. Res. Inst., Shibuya, Tokyo, Japan). 
Bull. Chem. Soc. Japan, 1957, (6), 
few CsCl soln., activity about 0-1 
per ml, are evaporated dryness 15-mm-diam. 
glass tube, which fits into the well the Nal 
crystal. The peak height measured 0-79 MeV, 
where there peak due only, and the 
area under the peak measured 0-6 MeV, 
where there are two unresolved peaks and 
one peak. The apparatus calibrated with 
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known mixtures. The error for within 
for out mixtures, but the error for 

DENSHAM 


2113. Determination alkalis fuel ash 
flame photometry. Schuhknecht and 
Schenkel (Chem. Hauptlab. Saarbergwerke, 
Germany). BrennstChemie, 1957, 
277.—The alkali contents the ash are usually 
5%, Na,O 0-1 2%. may arise 
from the effects surface tension, viscosity and 
density the soln. its atomisation, and from the 
influence other atoms the excitation and 
including mutual effects. Uniformity physi- 
cal properties the test soln. improved adding 
which also depresses the emission 
etc., are removed pptn. and the effect 
calibration curves for the presence known 
amounts The finely ground ash 
twice fumed dryness with conc. (10 ml) and 
H,SO, (1:2) platinum crucible. The 
residue taken warm water with few drops 
(sp. gr. washed into flask with 
few drops ammoniacal bromocresol green 
indicator, made slightly alkaline with aq. 
cooled, and diluted After settling, 
filtration dry filter and rejection the first 
added and the soln. atomised into the flame. 
Galvanometer readings are taken for and lines 
through the appropriate filters. blank carried 
out the reagents. Concn. are read from calibra- 
tion curves. This method more precise and 
accurate than the gravimetric. Synthetic ash con- 
taining 5°, K,O and Na,O showed 

PEARSON 


2114. Detection copper. Kozlov (Moscow 
Univ.). Vestn. Moskov. Univ., 1957, (3), 
weakly ammoniacal soln. and the presence 
excess ammonium salts, Ni, and give with 
when also present, pink ppt. 
the composition where 
Ni, reaction can used for the 
detection Cu. method detecting based 
the fractional pptn. Cu,Fe(CN), the presence 
excess are added. The clear soln. after centri- 
fuging made just acid with acetic acid and 
CdCl, containing per ml, and one drop 
K,Fe(CN), soln. After centrifuging, the 
colour the ppt. examined. Pink indicates the 
presence Cu. the test indefinite further 
few drops soln. are added. The test 
satisfactory the presence all other ions. 

SMITH 


2115. Triethylenetetramine (trien) analytical 
reagent. General, theory and the photometric 
titration pure copper solutions. Flaschka and 
Soliman (Nat. Res. Centre, Dokki-Cairo, Egypt). 
anal. Chem., 1957, 158 (4), two 
metals determined complexometrically the 
presence each other, the stability constants 
the complexes the metals with the reagent must 
necessary. This raises the problem suitably 
selective complexometric titration, 
stability constants EDTA complexes are such 
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make titrations with this reagent low selec- 
tivity. more selective reagent 
tetramine, which particularly suitable for the 


2116. Complexometric titration copper and 
naphthol (dye) Cheng (Utica 
Metals Div., Kelsey-Hayes Co., Utica N.Y., 
U.S.A.). Anal. Chem., 1958, (2), 
Copper, Ni, and can titrated with EDTA 
slightly acid soln. with 1-(2-pyridylazo)-2-naph- 
thol indicator. Copper may masked with 
thiosulphate reduced Cul and held ina very 
stable cuprous complex. sharp end-point the 
direct titration can obtained with only 
org. solvent such dioxan, alcohol dimethyl- 
formamide added prevent pptn. the dye 
complex. For alone, the soln. 
containing 0-5 millimole adjusted 2-5 
dioxan methanol added, followed six drops 
indicator-dye soln. and the soln. titrated 
with EDTA. The end-point colour 
the presence the procedure similar, but the 
adjusted between and and thiosulphate 
added before the addition the indicator until 
the soln. just colourless. For the pres- 
ence the procedure similar that for 
and Cd, but the adjusted and the titration 
carried out 50° The method applied 


2117. Colorimetric determination copper with 
Oehlmann (Dtsch. Amt fiir 
Material- Warenprufung, Halle, Germany). 
Chem. Tech., Berlin, 1957, (10), 599-600.—The 
prep. and its use the colori- 
metric determination are described. this 
aluminium alloys, and the presence parts 
Zn, e.g., pigments. For the prep. 
calibration curve, soln. containing 0-2 
are prepared. 10-ml aliquot the copper 
soln. made 100 with either the iron 
tartaric acid soln., sufficient aq. give 
isoamyl alcohol. The soln. shaken 
for min., and the separated org. phase centri- 
fuged for min. and the extinction 
measured, with Zeiss filter S53 against blank 
comparison soln. For the determination 
aluminium alloys, the alloy dissolved 
H,O,, the soln. evaporated dryness, the resi- 
100 ml, and aliquot taken for the estima- 
tion. For the determination iron zinc oxide 
conc. HCl containing H,O,, the soln. 
and, after filtering, the soln. made 100 ml. 
5-ml aliquot used for the determination. 
For the determination foundry waste, 
ignited 800° for min., cooled, dissolved 
H,SO, (1:1), and the soln. evaporated the 
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appearance white fumes. The product diluted 
with water, filtered, and made 500 ml. 
Prosser 


2118. Fast grey new colorimetric reagent. 
micro-determination 
copper. Khalifa (Second Chem. Inst., Univ., 
Vienna, Austria). anal. Chem., 1957, 158 (2), 
p.p.m. can determined colorimetrically with 
aq. soln. Fast grey the presence 
excess Mg, Co, Al, Cr, Ni, Cd, Zr, Th, Bi, Pb, 
Mn, Sn, Zn, Ag, Mo, Na, rare- 
earth and alkaline-earth metals. The interference 
eliminated reduction with ascorbic 
acid. The presence excess acetate, 
molybdate, oxalate, nitrate and tartrate does not 
cause interference. The extinction the soln. 
measured against that blank 555 

Waton 


2119. Ultra-violet spectrophotometric determina- 
tion copper sodium carbonate and hydro- 
acid Toru Nozaki (Fac. 
Engng, Ehime Univ., Chem. Soc. 
Japan, Chem. Sect., 1957, (9), 1247-1251.— 
dissolves Na,CO, and gives faintly blue 
soln. with max. absorption This 
soln. stable towards heat 70°), light and pro- 
longed standing. The extinction proportional 
interference results from (<1 mg), mg), 
and SO,?- (<10mg) for 100 Cu. 
exhibits max. absorption 275 mp, which obeys 
Beer’s law for <40 per ml. Copper 
eluted with HCl for <2mg Cu) 
from the anion-exchange resin Dowex (50 100 
mesh), after washing the resin with 
(for the removal Cr) and (for Pb). 
The eluate made HCl and measured 
iron, Bi, and remain 
the resin column. 


2120. Application Wofatit the analysis 
bearing alloys. Separation copper from tin and 
antimony. Marczenko (Anal. Dept., Inst. 
Gen. Chem., Warsaw). Chem. Anal., Warsaw, 
1957, (3), 255-261.—The Wofatit-P ion-exchange 
resin used its ammonium form. The metals 
are converted into tartaric acid complexes, 
with aq. NH, and the soln. passed 
through the column diam. and 240 
height). Copper retained quant. the resin, 
while and passes with the eluate. 


2121. The spectroscopic behaviour copper 
alloys externally ignited interrupted arcs. 
Derkosch and Neuninger (Chem. Inst., Univ. 
Vienna, Austria). Acta, 1957, (6), 
836.—An improved circuit described for the 
Pfeilsticker interrupted (Z. Elektrochem., 1937, 
43, 719) and new means are shown for eliminating 
the ignition difficulties encountered 
rupted are used for the spectrographic analysis 
copper-base alloys. important cause these 
difficulties the formation semi-conducting 
the electrode surface which, impeding 
electron emission, hinders the passage the dis- 
charge. assumed Balz al. (Spectrochim. 
Acta, 1941, 92), ionisation the gap 


Abstr. 


increased u.v. irradiation the gap. There 
appear, however, other significant effects 
which are present unclarified. The effects 
the sparking-off curves various discharge gases 
(air, argon, CO,, oxygen and nitrogen) were tested, 
and nitrogen was found especially useful for 
quant. analysis copper alloys because there 
practically coating effect. This enables the 
pre-sparking period eliminated. Finally 
shown that the d.c. intermittent arc little value 


2122. Rapid method for the determination silver 
photographic material differential titration. 
Schulze (ADOX-Fotowerke, Neu-Isenburg, Aus- 
anal. Chem., 1957, 158 (3), 
placing two similar electrodes and the burette tip 
slightly spiral curve near the periphery 
beaker and stirring continuously, the titrant, after 
reacting with the sample soln., made flow past 
the electrodes turn. For the titration Ag* 
with silver and silver sulphide electrodes are 
used. Near the end-point, the difference concn. 
the reactants the electrodes gives rise 
p.d. which drops sharply when the end-point 
reached. The results are good agreement with 
those obtained Volhard’s method. 

BURGER 


2123. new method for the determination gold. 
(Fac. Pharm., Univ. Zagreb, Yugo- 
slavia). Yougoslavia, 1957, (4), 
(in method described for the deter- 
the catalysis the reaction between 
and nitrosobenzene give the purple 
The sample soln. (20 ml) 
treated with acetate buffer (pH and 
aq. nitrosobenzene, then set aside 
before adding freshly prepared aq. 
K,Fe(CN),.3H,O soln. After further min. 
the thermostat the extinction measured with 
green filter. calibration curve, prepared from 
known soln. Au, required; this linear between 
0-2 and p.p.m. Au. DENSHAM 


2124. Micro-determination magnesium pres- 
ence known amounts calcium. Hunter 
(Cowley Road Hospital, Oxford, England). Analyst, 
1958, colour comparator described 
Stott (Biochem. ]., 1956, 62, used. Each 
cup the comparator contains 2-5 murexide 
indicator soln. and NaOH, and the 
ammeter adjusted zero with Ilford No. 110 
filter position. The test soln. added the 
right-hand cup and soln. added the 
other until the ammeter again registers zero. The 
amount present given directly the 
burette reading. For determining and 
together, each cup charged with buffered Erio- 
chrome black indicator (pH 10-25), the ammeter 
set zero with No. 204 filter position, 
and the test soln. added the right-hand cup. 
The liquid the other cup titrated with 
meter again registers zero, the vol. added being 
measure the and Mg. The amount 
known (supra) and the present ascertained 
from calibration graph (construction described). 
known soln. with ratios ranging from 
100 the mean error the determination 
applicable the determination and all 
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proportions organic soln. free from interfering 
and deproteinised blood and cerebrospinal 
fluid. 


2125. New titrimetric determinations mag- 
nesium and aluminium Powers, 
Day, jun., and Underwood (Dept. 
Chem., Emory Univ., Ga., U.S.A.). Anal. Chem., 
1958, (2), 254-256.—Aluminium oxinate 
dissolved glacial acetic acid and titrated with 
glacial acetic acid. The end-point 
may detected potentiometrically (preferably 
calculated from the curve Lingane’s method) 
more accurately measurement the absorp- 
tion 450 which falls steady small value 
the end-point. Freshly pptd., 
slightly damp, oxinate can also used. Mag- 
nesium cannot titrated this way, but 
titrated with cupric nitrate soln. aq. soln. 
3-8 (Cu oxinate pptd. above 2-7 and 
oxinate only above 6). The end-point 
the titration detected dead-stop titration, 
platinum electrodes with potential difference 
being used, the presence KI. The 
appearance free the soln. can also 
detected amperometrically with voltage 
between the calomel and the dropping mercury 
electrodes. Mean errors <1% are achieved, 
except with small amounts oxinate, for 


2126. Determination magnesium oxide 
silicates. Bodenheimer (Geol. Survey, Jeru- 
salem, Israel). Bull. Res. Council 1957, 
(1), 73.—To avoid the difficult titration with 
EDTA and murexide indicator the lengthy 
determination MgO silicates, the can 
pptd. oxalate from aliquot the sample soln. 
and the pptd. from the filtrate once only with 
ammonium phosphate. The 
solved dil. HNO, and the determined colori- 
metrically the Kitson and Mellon method (cf. 
Brit. Abstr. 1944, results are good 
agreement with those for the gravimetric method 


2127. Complexometric determination magnes- 
ium and calcium samples containing higher 
content magnesium. (Dept. Inorg. 
Chem., Acad. Sci., Bratislava, Czechoslovakia). 
Chem. Zvesti, 1957, (4), 205-211.—Procedure for 
dolomites and magnesites—Separate SiO, 
dissolved residue from sample the usual 
method. After the separation 
dilute the filtrate 500 and determine the sum 
Determine the filtrate the approx. 
amount EDTA (disodium salt) (I) 
required. another add NaOH soln. 
till turbidity appears. this small 
amount HCl, add the same amount the 
previous titration, followed NaOH 
and murexide, and titrate blue- violet. 
another modification excess soln. used, 
followed titration with CaCl, soln. For 
same vol. used for the titration Ca. Add 
Eriochrome black indicator and titrate with 
till blue. When present, must separated, 
masked with triethanolamine. 


2128. The titration calcium with EDTA the 
presence limited amounts fluoride. 
and Geyer (Israel Mining Industries, Haifa). 
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Bull. Res. Council 1957, (1), 74-75.— 
Provided that the sample soln. ml) does not 
there interference from the titration 
with EDTA. The titrations should made 
EDTA containing zine chelate 
ZnO per litre titrant) and Eriochrome black 
indicator. The error within 0-6%. (Cf. 
Chem. Listy, 1954, 48, 41.) 


2129. The flame-photometric measurement 
small amounts calcium the presence very 
large quantities sodium. 
(Ensheimerstr. 35, St. Ingbert, Saar). anal. 
Chem., 1957, 157 (5), 338-343.—Factors influencing 
the strength the lines and bands mixtures 
containing more than parts per part 
are discussed. Preliminary measurements showed 
the calcium hydroxide band 622 the 
most sensitive. filter was used this wave- 
length and that the Nap line minimise inter- 
ference. The photometer employed had mono- 
chromator. was also shown that this method 

has detrimental effect the determination 
were prepared for and Na, with the appropriate 
filter each case. The curve for was plotted 
with solutions containing 10mg plus 
1000 per 100 the curve for Na, 
solutions containing 10mg per 100 
were used. The sodium content unknown 
then measured preliminary test the appro- 
priate wavelength and adjusted the 1000 
per 100 level before the determination Ca, 
which can read off applying the emission 
reading 622 directly the calibration curve. 

CUMMINS 

2130. Identification calcium hydrosilicate 
calcium concretes. (Dept. Inorg. 
Chem., Acad. Sci., Bratislava, Czechoslovakia). 
Chem. Zvesti, 1957, (4), calcium 
hydrosilicate formed hydrothermal synthesis 
the production cellular calcium concretes was 
identified the use X-ray methods and differ- 
ential thermal analysis. 


2131. Determination free lime lime and 
silicate products. Extraction freshly ignited 
lime with non-aqueous solvents and determination 
Bhuchar, Therattil and Sharma (Nat. 
Phys. Lab. India, Hillside Road, New Delhi). 
Analyst, 1958, 88, were 
examined for extracting CaO and for diluting 
the extract standard vol., and potentiometric, 
complexometric and other volumetric methods 
with various indicators were compared. With 
glycerol extractant, ethanol containing 10% 
water can used diluent, and potentiometric 
titration with ethanolic HCl complexometric 
titration with EDTA gave satisfactory results. 
For direct titration with ethanolic alizarin red 
suitable indicator. With ethanediol extractant, 
ethanol (industrial methylated spirit) can used 
diluent provided that the glycol alcohol ratio 
remains between and 4:1. The titration may 
potentiometric, complexometric with alizarin 
extractant, ethanol may used diluent and 
the titration may potentiometric, complexometric 
direct with methyl methylene blue indi- 
cator. JONES 


2129-2135 


2132. Complexometric determination calcium 
sodium sulphate minerals. Rovira 
(Jefe Servicios Quimicos 
Salineros, Barcelona, Spain). Quim. 
Anal., 1957, (5), mineral 
dissolved water, filtered and aliquot the 
solution titrated with 0-1 EDTA (disodium salt), 
with murexide indicator. This determination 
complexometric titration and 
determination oxide after pptn. oxalate 
have been compared and the results for samples 
ment. 


2133. Derivatives 1-amino-2-naphthol-4-sul- 
phonic acid reagents for the colorimetric deter- 
(Chem. Defence Exp. Estab., Porton, Wilts., 
England). Analyst, 1958, 88, the 
derivatives examined, three were satisfactory, viz, 
Chrome fast cyanine 202), Chrome fast 
black CAT 203) and Solochrome red ERS 
most sensitive for use with 
Spekker absorptiometer No. 652, and under the 
can determined. Two methods are described 
according the amount present and differing 
only the dye, the amount added 
Na,CO, soln. and the length the absorptiometer 
cell. No. 203 will determine 0-1 1-0 per 
ml, Spekker absorptiometer being used. No. 202 
will determine 0-5 per ml. No. 652 
203 may used determine 0-0025 0-01 
per visual comparison with standard 
all the tests, Na,CO, soln. added the dye 
soln., the soln. then added and the mixture 
diluted known vol. and the absorptiometric 
visual comparison made after min. The 
concn. which certain metals interfere are given. 

JONES 


2134. Polarographic analysis with the use com- 
plex-forming reagents. II. Determination zinc 
supporting electrolyte containing EDTA and 
sodium hydroxide. Genkichi Nakagawa (Ind. Res. 
Inst. Aichi Prefecture, Chikusa-ku, Nagoya). 
Chem. Soc. Japan, Chem. Sect., 1957, (9), 
NaOH soln., and the 
and gives polarographic 
wave —1-50 the S.C.E. The wave height 
proportional concn. for 0-0001 0-002 Zn. 
Nickel 1000 times the weight the Zn) masked 
this supporting electrolyte, quant. pptd.; 
(>10 times the weight) gives wave 
Both and are incompletely pptd., but 
give reduction waves and 
respectively. 


2135. Use naphthalene derivatives inorganic 
analysis. II. The nitronaphthylamines new 
reagents for mercuric mercury and ceric cerium. 
Garnett and Lock (Univ. Technol., 
Sydney, Australia). Chim. Acta, 1957, (4), 
(in English).—A 1°, soln. 
naphthylamine abs. ethanol gives vivid red 
coloration with (as nitrate), and similar soln. 
1-nitro-2-naphthylamine vivid blue coloration 
with when sprayed filter-paper impreg- 
nated with 0-02 the sample soln. and 
then air-dried. Both spot-tests virtually 
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specific, although interfere the test for 
The tests can used qual. inorganic 
analysis, giving red ppt. (in neutral dil. 
HNO, soln.) and Ce** purple one. 

BAKER 


2136. Determination small amounts alu- 
Guerrero Quim. Anal. Cual., Univ. 
Buenos Aires, Argentina). Asoc. Quim. 
Argentina, 1957, (2), 121-125.—The com- 
plexed with H,O,, and the pptd. from alkaline 
medium. The ppt. washed with 10% aq. 
containing H,O,, ignited and weighed; correc- 
tions are applied for Fe. The method applicable 

APLING 


2137. Study the accurate determination 
aluminium the raw materials and products the 
cement industry. Courtault and Longuet 
(Lab. Centre d’Etudes Recherches Ind. Liants 
described, SiO, first removed attacking the 
H,SO, and H,BO,; Fe, and are then pptd. 
from the soln. HCl) with aq. 6°, cupferron 
soln. After extracting the excess cupferron 
with CHCl, and boiling off residual 
pptd. 80° oxinate from the soln. adjusted 
with acetate buffer. The oxinate can 
dried 150° and weighed, ignited 1200° 
The error within 


2138. Application intermittent a.c. arc unit 
the analysis aluminium alloys. Oldfield 
and Ferm (Bragg Lab., Sheffield). 
Metallurgia, 1957, 56, the 
method described, which low-voltage inter- 
mittent a.c. arc used, minimum preparation 
samples required, and two-step filter ensures 
adequate sensitivity for determining small concen- 
trations impurities combined with satisfactory 
reproducibility. 


2139. Use 8-hydroxyquinoline derivatives for 
determining certain elements. deter- 
Alimarin (Moscow Univ.). Vestn. Moskov. Univ., 
1957, (3), use 5:7-dichloro-, 
5:7-di-iodo- and 5-nitroso-8-hydroxyquinoline for 
colorimetric determination studied. With 
the dichloro compound the soln. (10 ml) Ga, con- 
the reagent and shaken for min. 
The extinction the extract 412 measured. 
With 10-mm laver soln., the method sensitive 
law. The reaction with the 5-nitroso compound 
somewhat more sensitive. SMITH 


2140. Fluorimetric analysis. Determination 
gallium with 8-hydroxyquinaldine. Masayoshi 
Ishibashi, Tsunenobu Shigematsu and Yasuharu 
Nishikawa (Chem. Dept., Fac. Sci., Kyoto Univ., 
Sakyo-ku). Chem. Soc. Japan, Pure Chem. 
Sect., 1957, (8), 8-hydroxy- 
quinaldine (I) complex shows fluorescence 
(max. 492 and extractable into from 
>4. The intensity remains const. 
for hr. and has linear relationship with 
Interference results from and >100 and 
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In. The effect and eliminated 
the addition hydroxylamine hydrochloride 
soln. ml). 

indium and beryllium successive extraction. 
Masayoshi Ishibashi, Tsunenobu Shigematsu and 
Yasuharu Nishikawa. 1957, (8), 1143 
1146.—The complexes Ga, and with 
are extracted with from aq. soln. 3-9, 
extracted with Ga, but the effect negligible 
In. The intensity fluorescence the 
layer proportional concn. for <30 Ga, 
sample soln. mixed with 1°, soln. and 
ammonium acetate soln. ml), and diluted 
with water. After the adjustment the 
with HCl aq. NH, soln., the aq. soln. 
extracted with CHCl, the organic 
layer diluted ml, filtered through dry filter- 
paper and its fluorescence Saito 


2141. Photometric determination thallium with 
rhodamine Onishi (Gov. Ind. Res. 
Inst., Nagoya, Kita-ku, Japan). Chem. Soc. 
Japan, 1957, (6), sample 
treated with 20°, ammonium citrate soln., 
few drops thymol blue and aq. (1:1) until 
KCN soln. added, followed after few minutes 
20°, hydroxylamine hydrochloride soln. 
and aq. NH, the colour does not 
soon fade blue, the soln. heated water 
bath for min. and then washed 
and extracted with dithizone 
which has previously been washed 
three times both with HNO, (1:100) and aq. NH, 
The re-extracted from the com- 
bined CHCl, layers shaking with HNO, 
H,SO, (1:5) and evaporated fuming, adding 
necessary, until colourless. After 
water are added, and the soln. boiled, oxidise 
the tervalent state, until the bromine colour 
has disappeared. After cooling, the soln. made 
aq. rhodamine soln. and extracted for min. with 
benzene. The benzene layer centrifuged 
for min. and its absorbance measured 560 my, 
with benzene the reference liquid. calibration 
curve obtained with known soln. Tl, starting 
the bromine oxidation stage. correction 
metals are eliminated the procedure described 
above. DENSHAM 


2142. Polarography anhydrous acetic acid. 
II. Polarographic behaviour thallium, cadmium, 
copper, uranium and palladium. Cihalik, 
Simek and (Inst. Anal. Chem., Charles’ 
Univ., Prague). Chem. Listy, 1957, (9), 
1668.—The polarographic behaviour 
elements various supporting 
anhyd. acetic acid was investigated. The forma- 
tion complexes and with oxine and 
salicylaldoxime was studied and analytical possi- 
bilities are discussed. When determining Cu, the 
soln. the sample pptd. with ethanolic soln. 
oxine, heated, set aside for hr. and filtered, 
and the oxinate washed with hot water and 
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dissolved warm anhyd. acetic acid. Saturated 
acetate soln. and fuchsine soln. 
are added, removed and the 
salicylaldoxime, and are selectively pptd.; 
their half-wave potentials are sufficiently different 
for both elements determined simultaneously 
one polarographic registration. Small amounts 


anhyd. acetic acid, not affect this determination. 


2143. Iodimetric determination cerium(IV) 
arsenous oxide. Sant (Hindu Univ., 
Benares, India). anal. Chem., 1957, 158 (4), 
252-254 (in oxide suitable 
primary standard for the iodimetric estimation 
soln. After the liberation iodine from 
excess KI, the soln. adjusted suitable 
with buffer before the addition the arsenous 


2144. Absorption spectra terbium perchlorate 
and terbium chloride solutions. Onstott and 


Brown (Univ. Calif., Los Alamos, N.M., 
Anal. Chem., 1958, (2), 172-174.— 


The spectra have been recorded the range 200 
follows Beer’s law and can used for accurate 
determinations low concn. this wave- 
length the molar extinction coefficient for per- 
chlorate solutions was calculated 320. 

Proctor 


2145. X-ray fluorescent spectrometric determina- 
tion yttrium rare-earth mixtures. 
Heidel and Fassel (lowa State Coll., Ames, 
Anal. Chem., 1958, (2), 176-179.— 
Samples are analysed solution form with 
internal standard. preliminary rare-earth separ- 
ation required when being determined ores. 
variation 0-74 was obtained. Analytical results 
series samples agreed the average 
within the amount found emission 
spectrography. Proctor 


2146. Analysis rare-earth mixtures 
recording spectrophotometer. Stewart and 
Kato (Argonne Nat. Lab., P.O. Box 299, Lemont, 
U.S.A.). Anal. Chem., 1958, (2), 164-172.— 
study the absorption curves the visible, 
and near i.r. spectra the rare-earth chlorides 
soln. allows the mutual interferences evaluated. 
Index peaks for analytical purposes are recom- 
mended for each element and expressions have been 
derived correct absorbance readings for inter- 
ferences from other rare earths. Certain peaks 
the near i.r. may used for rare-earth determina- 
tions and peak 219 for determining Tb. 
The suggested methods have proved satisfactory for 
rare-earth mixtures known composition, including 
one mixture containing elements. 


2147. Rare-earth solutions for 47-counting. 
Pascual and Freiling (Nuclear and Physical 
Chem. Branch, U.S. Naval Radiological Defense 
Lab., San Francisco, 
1957, (5), ion-exchange separation 
the rare-earth activities (cf. Bunney al., Anal. 
Abstr., 1957, 3603), the selected fractions 
eluent are acidified with HCl The lactic 
acid from the buffer (cf. then extracted 
with diethyl ether and the soln. passed through 
column Dowex-50 resin; the rare earth retained. 


2143-2151 


The resin washed and the rare earth eluted with 
HCl. The then eliminated heating 
the soln. with HNO,. The final soln. contains 
counting. HUNTER 


2148. Determination very small amounts 
carbon metals. Fryxell (Gen. Elect. Co., 
Pittsfield, Mass., U.S.A.). Anal. Chem., 1958, 
(2), the conductimetric 
method Bennet al. (Brit. Abstr. 1950, 396) 
are recommended stabilise and reduce the blank. 
variable transformer fitted the induction 
furnace and the power output controlled manually 
throughout the combustion. The control com- 
bustion temperature proves the major factor 
the stabilisation the blank. The blank can 
reduced pre-firing the crucible the same 
furnace burning scrap sample, and sample 
holder described means which the experi- 
mental samples can added the limit the 
crucible without admission the atmosphere. 
Fresh soln. used the conductivity cell for each 
sample, and the crucible allowed cool for 
least min. between samples. The blank caused 
atmospheric CO, attributed MgO the zir- 
conia zirconium silicate crucibles used. 


2149. Continuous determination carbon-14 and 
sulphur-35 aqueous medium scintillation 
method. Application chromatographic eluates. 
Schram and Lombaert (Dept. Medicine, 
The Univ., Brussels, Belgium). Chim. Acta, 
1957, (4), 417-422 (in description 
given the construction and operation 
recorder for measuring radiations from and 
biological soln., especially during the con- 
tinuous analysis chromatographic eluates. The 
device based the spreading the liquid 
thin layer contact with scintillating cell (with 
plastics plates) coupled electronic coincidence 
circuit. The assembly fixed between the column 
and siphon fraction-collector. The efficiency 
comparable that thin end-window Geiger 
Miiller counter the absence auto-absorption. 


2150. Quantitative infra-red spectrography. 
Determination carbon monoxide content so- 
called standard gases. Moureau, Chovin, 
Truffert and Lebbe (Lab. Municipal Paris). 
Bull. Soc. Chim. France, 1957, (10), 1155-1161.— 
commercial standard gases, method described 
which small quantities accurately known 
standards are prepared. special tap used 
through which passes water thermostatically con- 
trolled 0-01°, and which vol. 3-2 (or 
less insertion pieces stainless steel) pure 
(made from formic acid and H,SO, and purified) 
may trapped and transferred dilution 400 
ml. The gas transferred aliquots the 
tube the i.r. absorption apparatus. 
commercial standard gas are similarly transferred 
using tap simpler design. The accuracy 


2151. Chromatographic detection germanium 
flotation concentrate. Ghe (G. Ciamician 
Inst. Chemistry, Univ. Bologna). Ann. 
Chim., Roma, 1957, (9), 1005-1012.—A flotation 
concentrate containing Ge, Al, Pb, As, Zn, Cd, 
and dissolved HNO, and the diluted 
product subjected circular paper chromatography. 
The preferred solvent system acetylacetone and 


Abstr. 


Phenylfluorone (for Ge, Fe, As, Sn), haematoxylin 
(for Ge, Pb, Zn, Fe, Al, As, Sn), dithizone (for Zn, 
Pb), morin (for Al, Fe) and K,Fe(CN), (for Fe) 
are used identify the elements. 


2152. Determination small amounts ger- 


and Pella Estab. Metal. S.A.I.C., 
Zarate, Buenos Aires, Argentina). An. Asoc. 


Quim. Argentina, 1957, (2), colori- 
metric method described for the determination 
(10 per litre) zinc-plating soln. The 
per litre sample The ppt. 
conc. HCl, and distilled special micro-distilla- 
tion apparatus (illustrated). The 
collected water containing phenolphthalein and 
25% NaOH until the indicator colour 
discharged. the distillate are added 
gum arabic soln., conc. HCl and 
phenylfluorone soln. (0-03°, ethanol containing 
17% H,SO,). The soln. diluted 100 
with water and, after min., the extinction 
read recoveries are 97% 
and the overall recovery about 
APLING 


2153. micro procedure for the electrolytic 
determination lead copper-base alloys. H.C. 
Saint (Res. Dept., Ltd., Metals Div., Kynoch 
Works, Birmingham, England). Analyst, 1958, 
83, conditions affecting the electro- 
lytic deposition micro amounts (as PbO,) 
from 10-mg samples copper-base alloys, 
particularly brass containing Pb, have been 
studied. specially designed micro deposition 
apparatus with platinum-wire anode, electrolyte 
(1% v/v maintained 80°, p.d. 
and per sq. cm, reliable results are 
obtained provided that and are absent. 
the presence the temp. the electrolyte 
must 20°. When present the results are 
slightly high. The apparatus used and its manipu- 
lation are described. JONES 


2154. Modification apparatus for the micro- 
determination oxygen, nitrogen and hydrogen 
titanium and some other metals. Swann and 
Williams (Res. Dept., Ltd., Metals 
Works, Birmingham, England). 
Analyst, 1958, 88, apparatus des- 
cribed Booth (Analyst, 1957, 82, 50) for 
the determination and titanium and 
some other metals, based design described 
Gregory al. 1953, 78, 414), incorporates 
detachable for retaining 
analysis. This tree contains usually cone-and- 
socket joints that must sealed with wax each 
time batch samples examined. The im- 
proved type tree now described has only four 
cone-and-socket joints and has the advantage 
that can loaded quickly situ. Samples 
(~30 and platinum wire) are introduced 
separately into the compartments means 
glass funnel. When plunger compartment 
raised means magnetic arrangement the 
sample released from its compartment and guided 
into the crucible through long silica funnel. 

JONES 


2155. Emission spectrometric determination 
oxygen titanium and titanium alloys. 
Fassel and Gordon (Inst. Atomic Res., 
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State Coll., Ames, U.S.A.). Anal. Chem., 1958, 
(2), 179-182.—The method based the d.c. 
carbon arc excitation special electrode assembly 
which provides molten platinum bath after the 
arc struck. The the sample rapidly 
liberated into argon atmosphere which supports 
the discharge. The intensity ratio the line pair 
the oxygen content the sample. For analyses 
the coefficients variation were and 
respectively. Eleven samples can exposed 
hr. and employing two operators 
possible examine samples per day. 


2156. Determination small titanium contents 
iron alloys and ores after separation heavy 
metals with tetramethylenedithiocarbamate. 
Schéffmann and Malissa (Max Planck Inst. fur 
Eisenforschung, 
1957, (10), 623-624.—-Heavy metals, which inter- 
fere with the determination the peroxide 
method, are removed reaction 
methylenedithiocarbamic acid subsequent 
dissolution Hydrogen peroxide then 
added the aq. and determined photo- 
metrically. The determination not affected 
the presence and The analytical procedure 


2157. New spectrophotometric determination 
small amount titanium iron, steel and ferro- 
alloys. Determination steel and cast iron. 
Hidehiro Yachiyo Kakita and Kichinosuke 
Hirokawa (Res. Inst. Iron, Steel and other 
Metals, Tohoku Univ., Katabira-cho, Sendai). 
Chem. Soc. Japan, Pure Chem. Sect., 1957, 
(9), spectrophotometric determina- 
tion with alizarinsulphonate (I) and SnCl, 
(cf. Anal. 1957, 3899) was applied the 
steel. Since interference results from 300 
simple compared with the conventional methods 
with the sample 
ml) and filter. and treat the residue with 
and fuse with NaHSO, and dissolve 
HCl (1+ Combine the two HCl 
soln. and make 100 two 
portions reduce the vol. add HCl 
ml) and rinse into flask with HCl ml) 
and saturated ammonium oxalate soln. ml). 
one portion add aq. soln. 0-7 ml) and 
After hr. measure the extinction the 
former against the latter 760 

Determination titanium metallic 


manganese, ferromanganese, silicon 
Hidehiro and Kichinosuke Hiro- 


interference results from <50mg Mn, the 
same method applicable these products with 
relative error <3°,. For the analysis silicon 
and ferrosilicon, the sample decomposed 
and and heated hot-plate remove 
most the H,SO,. The product dissolved 
described above. For ferromanganese containing 
large amount Si, the pptd. dissolved 
H,O, and the same method applied. 
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chromium, ferrochromium, ferrotungsten, ferro- 
molybdenum and ferrovanadium. 
and Kichinosuke Hirokawa. 1957, (9), 
eliminate the interference resulting 
from large amount Cr, and the pro- 
co-pptd. with Fe(OH), the addition NaOH. 
When aq. soln. used the recovery not 
complete, but reproducible. Procedure—Dis- 
ml) and treat the residue described above. 
Boil the combined H,SO, soln. with AgNO, (0-1 
ml) and g), cool, boil with aq. NH, 
residue H,SO, (50 ml) and re-precipitate 
dilute 100 and treat similarly. Prepare the 
working curve under the same conditions with pure 
soln. Ti, and Cr. Dissolve ferrotungsten 
and ferromolybdenum ferrovanadium 0-5 
HNO, (1+ Treat the residue 
described above and pour the combined sample 
soln. into hot NaOH soln. (~100 
and wash the residue with hot water. Dissolve the 
and treat described above. 


2158. Determination thorium ores with 
APANS mesotartaric acid reagent after 
shortened chromatographic separation. 
Everest and Martin (Chem. Res. Lab., Tedd- 
ington, Middx., England). 1957, 82, 
807-811.—The method used for the breakdown 
the ore and for the chromatographic separation 
liams (Analyst, 1952, 77, added 
the HNO, ether eluate, ether removed warm- 
ing, the residual aq. soln. reduced low bulk 
boiling and then the vol. adjusted with 25° 


v/v HNO,. suitable aliquot evaporated 
dryness, treated with HNO, and water 


dissolved conc. the soln. diluted 
and heated nearly boiling-point with 
amine hydrochloride. The cooled soln. treated 
with aq. mesotartaric acid soln. mask 
Zr, APANS soln. aq. soln. the 
sodium salt) and absolute ethanol 
adjustment the vol. the extinction 
measured 550 after hr., unless the sample 
low-grade ore containing much Zr, when readings 


2159. Volumetric iodate method for the deter- 
mination thiocyanate. Joshi (Hindu Univ., 
Benares, India). Anal. Chim. Acta, 1957, (3), 
288-290 (in dil. soln. KSCN 
NH,SCN can titrated accurately with KIO, 
indicator) potentiometric end-point. 

BAKER 


2160. Mass-spectrometric assay elementary 
nitrogen. Capindale and Tomlin (Dept. 
Soils and Plant Nutrition, Univ. Calif., 
Nature, 1957, 180, correcting 
for the various contaminants present the mass- 
spectrometric assay nitrogen from isotopically 
enriched organic compounds are discussed. 

ROBERTS 


2158-2164 


2161. Titrations with and analogous 
reducing agents. IV. Determination azides 
Simon and Zyka (Inst. Anal. Chem., Charles’ 
Univ., Prague). Chem. Listy, 1957, (9), 1764 
1766.—When treated with silver chromate, azides 
yigld the more insol. silver azide and the equiv. 
amount chromate, which, after being acidified, 
can titrated with quinol. 
small vol. H,O, add large excess Ag,CrO, 
H,O, add 200 K,CrO, soln., heat 
70° water bath, cool, filter, and wash the ppt. 
with water) and drop KNO, soln. (2%), mix, 
make vol. with water, mix again and set 
aside. Filter, with the use paper filter, and 
25-ml aliquot the filtrate add H,SO, 
(20 ml) and titrate potentiometrically with 
quinol, with the use diphenylamine indi- 
cator. The method more sensitive than the direct 
argentimetric determination. Chlorides, bromides 
and iodides can determined the same manner. 
When determining sulphates (50 
used exchange agent, the mixture 
heated water bath (10 min.), neutralised with 
aq. NH, (till the yellow colour chromate appears), 
set aside for hr., then filtered and determined 
described above. 


2162. Ferricyanide determination 
hydroxylamine. Sant (Hindu Univ., Benares, 
India). anal. Chem., 1957, 158 (2), 
(in English).—Following the quant. oxidation 
hydroxylamine with ferricyanide borax boric 
acid medium, the excess oxidant determined 
iodimetrically with Na,S,O, after the addition 
with As,O, borax boric acid medium. 


2163. Colorimetric determination nitrates. 
Pappenhagen (Kenyon Coll., Gambier, Ohio, 
U.S.A.). Anal. Chem., 1958, (2), 
Nitrate reduced with eSO, Ag,SO, NaOH and 
the resulting NH, into aq. 
acetate The NH, determined the 
distillate colorimetrically the pyridine pyra- 
zolone method Kruse and Mellon (Anal. Abstr., 
1954, can previously removed 
with ion-exchange resin, and nitrite, which also 
interferes, must separately determined and the 
calculated error deducted. The effect varying 
the method distillation and the volume distil- 
late and other variables studied. application 
the method river-water and sewage effluents 
described. The procedure satisfactory for 
samples containing 0-01 0-1 nitrate. 


2164. Polarographic determination nitrates and 
nitrites the presence each other. Bartik 
and Kupka (Biochem. Inst., High School 
Agric., Czechoslovakia). Chem. 
1957, (4), can determined 
indirectly measuring the wave the reaction 


sulphonate. Nitrates can determined the 


same sample with the use the catalytic reduction 
wave Procedure—To the acetate buffer 
soln. ml) add 
soln. and 0-5 the sample con- 
0-0005 After min. heat between 
40° and 50°, cool, and add acetate (the same 


Abstr. 2165-2171) 


with stream and register the polarographic 
wave from Compare with standard soln. 
The method was used for the determination 
nitrates and nitrites water, and most suitable 
for the determination nitrate the presence 
large amount nitrite. 


2165. Spectrophotometric determination 
nitrites. and Saper (Fac. Technol., 
Chem. Inst., Belgrade, Yugoslavia). 
Soc. Belgrade, 1957, (3), 
determination based the reaction nitrites 
acid soln. with dimethylaniline give yellow 
p-nitrosodimethylaniline. the soln. the 
nitrite are added HCl (sp. gr. 1-18) and 
aq. dimethylaniline soln., and the mix- 
ture diluted with water. After min. 
tion curve prepared from standard nitrite soln. 
Good results were obtained this method for the 
nitric acid and nitrates did not cause inter- 
ference. GROCHOWSKI 


2166. The molybdate method for the determina- 
tion phosphorus, particularly basic slag and 
steel. Stockdale (Univ. Chem. Lab., Cambridge, 
England). Analyst, 1958, 88, composi- 
tion the yellow ppt. ammonium molybdophos- 
phate and the conditions affecting its complete 
pptn. have been investigated. The conditions 
necessary for the complete removal from 
soln. have been established and the results have 
been applied the determination basic 
slag and steel. the presence much 
the ppt. too heavy, and obtain correct 
sulphide and the re-pptd. molybdophos- 
phate. Volumetric methods are discussed which 
the final molybdophosphate ppt. dissolved 
standard alkali soln. and the excess alkali 
titrated with standard HNO,, with phenolphthalein 
The use ammonium paramolybdate 
volumetric standard described. 

JONES 


2167. Indirect 
Boltz (Wayne State Univ., Detroit, Mich., U.S.A.). 
Anal. Chem., 1958, (2), 
phates the concn. range 0-1 0-5 p.p.m. 
can determined indirectly measuring the u.v. 
absorption the decomposition products molyb- 
dophosphoric acid. The acid extracted with 
ether alcohol mixture and then decom- 
posed extraction with basic buffer soln., which 
results the decomposition products being trans- 
ferred the aq. phase. The extinction the basic 
molybdate soln. then measured 230 
Seven samples containing 0-2 p.p.m. gave 
mean extinction 0-420 with coefficient varia- 
tion 1:4%. Arsenate, germanate and silicate 
ions interfere seriously with the determination. 


2168. Separation phosphates paper electro- 
phoresis. High-voltage paper electrophoresis 
condensed phosphates and metaphosphates. 
Sansoni and Baumgartner (Inst. fiir Anorg. und 
Anal. Chem., Hochschule, Regensburg, 
Germany). anal. Chem., 1957, 158 (4), 
especially suitable for the rapid separation 
high-mol.-wt. inorganic separations 
are afforded for polyphosphate and metaphosphate 
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ions, but Graham’s salt and salt both 
form bands stretching from the starting point. 
From unpurified samples salt, some four 
previously unreported higher metaphosphate ions 
are separated. Waton 


the use silver salts. VieStal, 
BrandStetr and Kotrly (Military Tech. Acad., 
Brno, Czechoslovakia). Chem. Listy, 1957, (9), 
Procedure—Neutralise the sample, con- 
taining fluorides and alkali phosphates, 
flask, with the use phenolphthalein, 
cipitate with AgNO, (add excess). The 
liberated acid neutralised dropwise with 
NaOH, till brown ppt. appears. The vol. 
hydroxide added must not exceed that 
(If the ppt. yellow, more AgNO, soln. well 
NaOH soln. must used.) Make the soln. 
vol., filter dry vessel, discard the first few 
flask add fluorescein drops) and 
(0-5 excess). Fluorides can pptd. with 
known amount soln. PbCIF and the 
al., Chem. Listy, 
1957, 51, amounts fluorides and 
phosphates admixture can separated chroma- 
tographically with the use column containing 
layer Ag,CO,, where phosphates are quant. 
retained; fluorides can titrated with 
The column must freshly prepared 
before use. Even milligram amounts fluorides 
(in admixture with phosphates) can determined 


2170. Ascending chromatography polyphos- 
phates. Berg (Dept. Biol., Brookhaven 
Nat. Lab., Upton, Chem., 
1958, (2), effect variables 
the separation polyphosphates investigated. 
The equilibration the paper (S. No. 589, 
Orange Ribbon) effected placing it, soaked 
the aq. phase the solvent mixture, the side 
the chromatographic cylinder, but out contact 
with the chromatographic solvent the bottom 
the cylinder. The combined effect equilibra- 
tion and development aq. atm. give more 
stable values and faster chromatograms. The 
effect and water content was investigated 
solvent mixtures. acid solvents, values 
rise with increasing water content and decreasing 
pH. result the experiments, standard 
solvents for the lower polymers are suggested, 
namely, acid alcohol water 
89% formic acid NH, (26° Bé) 
titrated with trichloroacetic acid 1-4, and 
NH, (26° Bé) (50:10:22:18) titrated 
with 25% formic acid acid solvent 
resolved six lower polymers (four linear and two 
ring) from each other and higher polymers, but failed 
resolve tetrapolyphosphate from trimetaphos- 
phate. The alkaline solvent carries the ring poly- 
phosphates with higher than the linear ones. 
For higher polymers, increase the water content 
moved from the starting 


2171. Paper chromatography condensed phos- 
phates. Pfrengle (Wissensch. Abt. der Chem. 
Fabrik Budenheim A.-G., Mainz, Germany). 
anal. Chem., 1957, 158 (2), analysis 
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condensed phosphates achieved hr. less 
elution with methanol trichloroacetic acid 
solvent, which requires ~16 hr., dioxan tri- 
After being sprayed with molybdate soln., the 
spots are shown reduction molybdenum 
blue. For quant. analysis, dioxan alco- 
hol trichloroacetic acid aq. water used, 
requiring ~16 hr. When the spots have been 
located, the extracted H,SO,, and the 
determination completed colorimetrically 
molybdenum blue. The sources error the 
determination are discussed. Waton 


2172. Determination small amount arsenic 
means detector tube. Yoshitaka Kobayashi 
(Fac. Engng, Yokohama Univ., Minami-ku). 
Chem. Soc. Japan, Ind. Chem. Sect., 1957, 
mixed with aq. soln. AuCl, 100 ml) 
and dried below 100° under reduced pressure (resi- 
dual water content, 30°,). The product (0-15 
placed glass tube (diam. mm, length mm), 
both ends which are sealed during storage. The 
sample containing <10 mixed with 
conc. ml) and zinc (20 mesh, and 
generated gas introduced into the tube and the 
length the coloured layer referred em- 
pirical table, which indicates the concn. The length 
the dark-violet affected the rate 
generation AsH,, and the working curve (not 
linear but reproducible) must calibrated for each 
sample. For the analysis food, the sample 
decomposed with mixture HNO, and H,SO, 
and treated similarly without being neutralised, 
that all the may collected the detector 
tube. The coloured layer collected and treated 
with and H,O, convert the into 
which determined described above second 
detector tube. The relative error 


2173. Potentiometric titration with controlled 
current. Application titrations. 
Adams (Princeton Univ., Princeton, U.S.A.). 
Anal. Chem., 1958, (2), results 
have been obtained the titration 200 
arsenic with bromine. Further applications 
should possible low-level coulometric titrations. 

Proctor 


2174. Application thio salts analysis. 
Estimations based decomposition thio salts. 
Salaria (The Univ., Allahabad, India). Anal. Chim. 
Acta, 1957, (4), 395-397 (in English).—A quant. 
determination can made decomposing 
the thio salt (cf. Anal. Abstr., 1954, 1464) with 
suitable treatment, can weighed directly. For 
the determination this procedure (cf. 
Anal. Abstr., 1955, 361), the thio salt can 
decomposed with and solid ammonium 
acetate, and the pptd. sulphide dried 105° for 
hr. and weighed PtS,.3H,O. Lead can 
determined indicated previously (cf. Anal. 
Abstr., 1954, 2391) quant. pptn. PbS from 
the strongly alkaline sample soln. with Na,S 
the presence ammonium acetate (10 
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2175. Fast grey new colorimetric reagent 
for the micro-determination bismuth. Khalifa 
(The Univ., Vienna, Austria). Anal. Chim. Acta, 
1957, (3), 318-321 (in 0-1 
determined spectrophotometrically measuring 
the extinction, and 15° 30°, the 
violet complex formed with Fast grey (0-01 
aq. soln.). law valid for the two 
The order addition should bismuth 
0-02 HNO, (4:5 ml), dye soln. ml) and H,O 
Copper, Zr, Ni, and interfere; 
acid. 


2176. New chromatographic method for the 
detection bismuth(III), lead(II), copper(II) and 
mercury(II) ions. Sikorska-Tomicka, Popo- 
wicz and Czerepko (Chem. Dept., Med. Acad., 
Biatystok, Poland). Chem. Anal., Warsaw, 1957, 
(3), 262-265.—These metals, the form 
nitrates, were separated ascending chromato- 
graphy Whatman No. filter-paper with solvent 
mixture comprising propanol HNO, capro- 
lactam (60:39:1). The metals were located the 
chromatogram spraying with soln. containing 
hypophosphite 100 acetone water (1:1). 
orange red spot was formed with greenish- 
yellow with brown with and white with 
The detection limits were 0-35 for 
and 2-1 for SPOREK 


2177. Separation bismuth from other metals 
the rapid electrolysis sulphate solutions. 
nol., Chem. Tech. Inst., Belgrade, Yugoslavia). 
Bull. Soc. Chim. 1957, (3), 
Bismuth can separated from and the 
electrolysis (at and 70°) soln. (170 ml) 
Cadmium can separated from the remaining 
soln., after neutralisation with NaOH followed 
slight acidification with H,SO,, electrolysis 
35° and Zinc can determined 
the cadmium-free soln. either electrolytically or, 
more accurately, Flaschka’s method EDTA 
titration. GROCHOWSKI 


2178. Fast grey new colorimetric reagent. 
Micro-determination vanadium. Khalfa, 
and Farag (Second Chem. Inst., Univ., Viennia 
Austria). anal. Chem., 1957, 158 (2), 109-115 
p-p-m. can determined colorimetrically with 
0-01% aq. soln. Fast grey the presence 
excess Al, Co, Th, Pb, Ag, Na, 
alkaline-earth and rare-earth metals (but not Zr). 
Excess Cl-, acetate, NO,-, 
citrate, tartrate and does not inter- 
fere. The interference Fe!!! eliminated 
reduction with ascorbic acid. small excess 
may masked the addition NH,SCN after 
the reduction with ascorbic acid. The extinction 


2179. Determination vanadium with N-benzoyl- 
N’-phenylhydrazine. and Haas (Inst. 
fiir anorg. und anal. Chem., Univ., Graz, Austria). 
Acta, 1957, (6), 
easy purify and reacts with 
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colour. Studies were made the effects various 
acids and salts the colour development the 
complex. 0-2% soln. the reagent mixture 
acetone and glacial acetic acid used. 
This soln. unaffected light and air. Pro- 
spectrophotometer obtain the maximum extinc- 
tion. 


2180. accurate potentiometric determination 
vanadium (vanadium pentoxide), and survey 
other volumetric methods. Bloch and 
Thienpont. Chem. 1957, (31), 
difficulty using the oxidation method for 
the titration with samples (~90% 
containing Fe!! avoided the use the potentio- 
meter. 2-g sample with 
H,SO, 1); wet the sample and warm for 
H,SO, and evaporate. Dilute with 150 H,O, 
boil, and filter the nearly clear soln. into 
flask. Treat the residue with leach with 
water, filter and add the main soln., and make 
100 according the Lang and 
Kurtz method. Add (sp. gr. 1-75) 
for the potentiometric titration with 
(with magnetic stirring), followed FeSO, 
~475 mV; then add further the 
vol. expected from the Lang and Kurtz method 
indicates the end-point. RENTENAAR 


2181. Separation niobium and tantalum with 
Chowdhury (Jadavpur Univ., Calcutta, India). 
Naturwissenschaften, 1957, (15), 420 (in English). 
—At between and 5-5, and when the ratio 
cupferron while remains soln. 
satisfactory separation ratio 30:1 1:30 
attained when Sn!! used co-pptg. 
agent, and under these conditions can also 
separated with EDTA (disodium salt) from almost 
all ions except those Be, and 

KAWERAU 


2182. Potentiometric determination sodium 


sulphide. Gallus (Inst. Inorg. Chem., Gliwice, 
Poland). Chem. Anal., Warsaw, 1957, (3), 


254.—Sodium sulphide titrated potentiometrically 
with ZnCl, soln. The end-point determined 
means electrode systems comprising either 
platinum coated with sulphide and bright platinum 
reference, silver coated with sulphide and 
reference. The method satisfactory for 
plant-control purposes. The error was from 0-2 
SPOREK 


2183. Rapid determination total sulphur 
sulphides, sulphites and thiosulphates means 
ion exchange and conductimetric titration. 
(Res. Inst. Cellulose Industry, Bratislava, Czecho- 
slovakia). Chem. Zvesti, 1957, (8), 
The sample oxidised with H,O, alkaline med- 
ium, passed through cation exchanger and the 
liberated H,SO, determined 


cedure—Dissolve the sample g), containing 0-5 


0-8 H,O, dilute 500 and mix. 
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add NaOH soln. ml) and H,O, 
Pass the soln. through cation-exchange column 
per min., wash the column and titrate the 
H,SO, the eluate with NaOH (methyl 
orange dimethyl yellow indicator). the 
presence Cl-, parallel argentimetric mercuri- 
metric determination must carried out. 
Sulphates the presence can determined 


2184. Sulphur isotopic variations nature. II. 
Quantitative study the reduction barium sulphate 
graphite for recovery sulphide sulphur for 
sulphur isotopic measurements. Rafter 
(Div. Nuclear Sciences, Lower Hutt, 
New Zealand). N.Z. Sct. Tech., 1957, 
(9), 955-968.—When intimate mixture 
BaSO, and graphite heated platinum thimble 
over Meker burner, the completely 
reduced min., provided that the temp. 
reaches 1000°. leaching the BaS from the 
resulting powder with O-free water into acidified 
AgNO, soln., more the can recovered 
which can burned SO, for the exam- 
ination sulphur isotopes. Incomplete recovery 
oxidation the sulphide during leaching and, 
much smaller extent, SO, evolution during the 
reduction, and not incomplete reduction the 
sulphate. The percentage recovery sulphide 
such that serious fractionation the sulphur 
isotopes occurs when only used, 
though, preferably, BaSO, should used 
for each reduction. The method suitable for 
routine purposes. 

Combustion characteristics silver sulphide 
and lead sulphide for sulphur isotopic measurements. 
Experimental evidence shows that the combustion 
can released SO, 550° 600°. The 
residual held Ag,SO,, which decomposes 
above 980° release additional SO,. 95°, 
the recovered SO,, the remainder being 
that serious error can made the measure- 
ment the sulphur isotopic ratio when 
not suitable sulphide burn for sulphur 
isotopic examination because the greater produc- 
tion sulphate during combustion, with corre- 


2185. Ultra-violet spectrophotometric determina- 
tion sulphate, chloride and fluoride with chloranilic 
Dept., Standard Oil Co. (Indiana), Whiting, 
Anal. Chem., 1958, (2), are 
determined causing them react, suitable 
suitable solvent, with insoluble metal 
salt chloranilic acid insoluble salt the 
anion pptd. and equiv. amount liberated 
into the soln. which its u.v. absorption meas- 
ured. Procedure—The subject aq. soln. passed 
through Dowex 50-X8(H) column and the 
the eluate adjusted. aliquot transferred 
(ethanol for SO,?-, 2-methoxyethanol for and 
alcohol for The acidity adjusted 
respect nitric acid for Cl-. About 
metal salt added (Ba salt for 
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salt for Cl- and salt for and, after filtering, 
the absorption measured 332 for SO,?- 
and and 305my for Cl-. Interferences are 
reported but are not serious except for and even 
this case the method suitable after 
distillation. The determination takes min., 
and the limits detection are 0-06 p.p.m. for 
0-05 p.p.m. for and 0-5 p.p.m. for 


2186. Volumetric estimation persulphate using 
Gupta and Satyeshwar Ghosh (The Univ., Allah- 
abad, India). Anal. Chim. Acta, 1957, (4), 379- 
382 (in English).—A mixture arsenous oxide 
soln. heated 80°, solid NaHCO, 
(2g) added and the sample soln. 
run in, with shaking, from micro-burette until 
drop excess gives yellow colour 
unchanged free iodine. The concn. the 
final soln. should approx. The error 
the end-point less sharp when the 
between iodine and As,O, made irreversible 


2187. Determination the thermodynamic second 
dissociation constant sulphurous acid from poten- 
tiometric and spectrophotometric measurements. 
Cata, Beranek and Pisecky (Inst. Anal. 
Chem., High School Chem. Technol., Prague). 
Listy, 1957, (9), 1614-1617.—The value 
0-06) 10-7 was obtained from the 
measurements with the glass electrode and 
coloured product trinitrobenzene soln. 
sulphites. ZYKA 


2188. New gravimetric method for the determina- 
tion molybdenum. Spacu and Gheorghiu. 
Rev. Chim., Romania, 1957, (1), 
pptd. and weighed complex with penta-ammino- 
chromic chloride, the soln. 
aq. and passed for few minutes till 
the soln. becomes red, indicating the formation 
After dilution between and 
moniacal water added, with shaking, that the 
mixture always remains clear red. After dilution 
between 150 and 200 ml, and shaking for fur- 
ther min., the crystalline ppt. once 
collected filter-crucible, which has been brought 
constant weight washing with absolute 
ethanol and ether and drying vacuo. After being 
washed with 95% ethanol, absolute ethanol and 
ether, the ppt. dried vacuo for min. 
and weighed. The ppt. 
contains Mo. Recoveries from 
0-0052 0-077 were satisfactory. Interference 
alkaline earths and inhibited EDTA, 
and ammonium tartrate, and Mn, 
Co, and cyanide, but the medium must not 
too alkaline, avoid decomposition The 
preparation the method Christensen 
(Z. anorg. Chem., 1889, 229) described. 


2189. Photometric determination molybdenum 
cyanide plating solutions. Leftin 
(Gen. Elect. Co., West Lynn, Mass., U.S.A.). Plating, 
1957, 44, 380-382.—A modified thiocyanate 
stannous chloride procedure, with the use butyl 
Carbitol stabilise the colour, rapid, and repro- 
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ducible within about 3%. The results compare 
well with those the volumetric method concn. 
about per litre. CHEM. ABSTR. 


2190. Fast grey new colorimetric reagent. 
Micro-determination molybdenum. Khalifa 
and Farag (The Univ., Vienna, Austria). Anal. 
Chim. Acta, 1957, (4), 423-427 (in English).— 
containing HCl and acetone ml) 
can determined rapidly measuring the 
extinction 570 (orange filter) the coloured 
complex with Fast grey [2-5 0-01 
(w/v) Beer’s law valid; the 
concn. read from the standard curve. 
Zirconium, Bi, and can interfere 
seriously; per ml) can masked 
addition 0-4 ascorbic acid (0-1 ml), 
addition ascorbic acid plus NH,SCN, 
whilst the acidity used interference Zr, and 


2191. Development methods for the chemical 
determination uranium. Steele (Gov. 
Metall. Lab., Africa). Afr. Inst. Min. 
1956, (4), review given 
the rapid routine procedures developed the 
Government Metallurgical Laboratory for the 
separation and determination various amounts 
from Rand siliceous ores and associated 
minerals. The specific applicability, limitations 
and analytical difficulties the following methods 
are indicated—(i) mercury cathode separation 
Fe, followed cupferron separation Ti, and 
residual Fe, and then titration photometrically 
with Ce(SO,),; liquid liquid ether extraction 
and its photometric determination peruranate 
(formed NaOH soln. with H,O,); 


tion which mixture cellulose pulp 
and HNO, soln. the sample (relatively free 
from Fe) extracted four times with ether 
and then decanted through filter-paper 
silicone-treated funnel, the being determined 
the peruranate method; the effect SO,?- 


methods, which the sample soln. evaporated 
dryness, the residue fused with mixture 
Na,CO, and NaF, and the fluorescence 
the cool melt measured 550 (an extrac- 
tion from HNO, soln. sometimes 
necessary); (v) the eluates from ion-exchange 
recovery plants can determined measuring 
the extinction uranyl thiocyanate soln. 
400 (vi) the high-grade ores can 
best determined colorimetrically reduction and 
titration with K,CrO,, gravimetrically (after 
separation from other elements) ammonium 
ignition the assay commercial 
the sample should ignited 750°. (12 
references.) 


2192. Analysis uranyl oxalate with ceric 
sulphate using differential 
photometry. Margerum (Northwestern Univ., 
(4), 758.—Uranyl sulphate oxalic acid soln. were 
analysed adding them slight excess 
soln., adding dil. H,SO,, diluting large 
vol., and measuring the differential absorption vs. 
standard Ce(SO,), soln. This method 
applied the analysis uranyl oxalate actino- 
metry soln. was calculated that these analyses 
were equiv. measuring the decomposition 
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10-5 mole oxalate with relative error 
The method gives results comparable with 
those the more difficult KMnO, method Forbes 
and Leighton. 


2193. Extraction and absorptiometric determina- 
Guy (Thorium Ltd., Uphall Rd., Ilford, England). 
Analyst, 1957, 82, 800-807.—The uranium salt 
soln. treated with soln. EDTA (disodium 
salt), the adjusted between and 3-9, 
re-adjusted, the vol. adjusted with water, 
and the liquid extracted once with 
v/v soln. tributyl phosphate 
The separated organic layer dried with anhyd. 
Na,SO, and its extinction measured 350 
against blank soln. prepared similarly. The mol. 
extinction coeff. 5310. Molybdenum and 
mg, Zr, and cause co-pptn. with 
EDTA, but and may reduced 
the addition KCN, but interference not 
reduced thus. Nitrate soln. must free from NO, 
and oxides Fluoride ions should removed 
fuming with complexing with 
the extinction measured soon after extraction 
and the acid condition maintained, 
and not interfere. Organic acid ions 
they can removed fuming with H,SO, and 
The EDTA prevents interference KMnQ,. 
Applications the method the determination 
ores and thorium oxide are described. 


2194. Determination uranium 
extraction. Separation uranium-233 from 
irradiated thorium the diethyldithiocarbamate 
complex. Hardwick and Moreton-Smith 
(Chem. Engng Div., A.E.R.E., Harwell, England). 
Analyst, 1958, 9-13.—The sample soln. (con- 
solid NH,NO, and extracted with methyl 
ketone the combined extracts are 
added NH,NO,, aq. NH, until the 
liquid alkaline screened methyl orange 
soln. and HNO, until the liquid mauve 
(not red) colour. The separated ketone layer 
evaporated dryness, the 
repeated twice with portions conc. 
The residue washed twice with drops 
HNO,, the washings are transferred stainless- 
steel counting tray, evaporated dryness, heated, 
cooled and counted. For soln. containing 100 
per ml, the sample (0-1 for 100 
per ml) diluted 1-5 with HNO,, saturated 
with NH,NO, and treated before, but the ketone 
extract the mauve liquid diluted with 
ketone. Four aliquots ml) the ketone 
are evaporated counting trays contact with 
anti-creeping soln. (NH,Cl and glue) 
residues are heated, cooled and counted. 

II. Separation uranium-233 from irradiated 
thorium the oxine complex the presence 
ethylenediaminetetra-acetic acid. Clayton, 
Hardwick, Moreton-Smith and Todd. 
1958, 88, soln. containing 0-01 
per ml, the sample soln. (containing 
Th) treated with enough EDTA 
reagent (disodium salt NaOH soln.) give 10% 
excess over the thorium equiv. followed bromo- 
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thymol blue aq. until the indicator 
changes blue, HNO, restore the yellow 
colour and then aq. NH, until the indicator colour 
10% soln. isobutyl methyl ketone) added 
and the stirred liquid centrifuged. Duplicate 
portions (0-25 ml) the solvent layer are evaporated 
contact with anti-creeping soln. stainless- 
steel counting trays and the residues are heated, 
cooled and counted. For soln. containing 
100 per ml, suitable vol. diluted 
with water, EDTA reagent added, the 
isobutyl methyl ketone) used for extraction. 
Duplicate portions are treated for counting before. 
another method for soln. this concn. the 
sample soln. (10 treated with NH,NO, 
and EDTA reagent, made just alkaline screened 
methyl orange indicator with aq. treated with 
aq. diethyldithiocarbamate soln. and, after 
adjustment the mauve colour the indicator, 
extracted with methyl ketone. Aliquots 
the extract are evaporated with anti-creeping 
soln. and the residues are heated. this procedure 
accompanies the extracted and must 
allowed decay before the counting. 
JONES 


2195. Precise determination plutonium 
differential spectrophotometry. Phillips (Anal. 
Chem. Group, A.E.R.E., Harwell, 
Analyst, 1958, 88, 75-79.—To prepare standard 
soln. per ml), plutonium samples are 
placed water, added drops that the 
reaction controlled and the soln. made molar 
HCl, warmed, cooled, mixed with enough 
hydroxylamine hydrochloride make the soln. 
w/v and, after thermostatic control the soln. 
25° for hr., diluted vol. with hydroxyl- 
amine hydrochloride soln. The extinction each 
measured 565 against the most dilute 


standard. The unknown sample dissolved and its 
extinction measured the same manner. Results 
are unaffected the presence Th, and 


but slight interference occurs with and 
Zr. Interference can reduced somewhat 
from Th, the method applicable the analysis 
binary alloys and without separation. 


2196. Potentiometric titration halide mixtures. 
Martin (Polychemicals Dept., Expt. Sta., 
Pont Nemours Co., Inc., Wilmington, 
Del., U.S.A.). Anal. Chem., 1958, (2), 
Potentiometric titrations standard soln. mixed 
chloride, bromide and iodide are carried out with 
the use calomel electrode and silver indicator 
electrode. The first derivative curves iodide and 
bromide are unsymmetrical and considered 
best take the the end- 
point each stage the titration. This 
section taken the intersection the 
nearest-to-vertical line through the points greatest 
change e.m.f. and the nearest-to-horizontal line 
through the points after the end-point. The last 
inflection the curve indicating pptn. the chloride 
normal and the end-point given the normal 
derivative peak. Several titrations show that the 
iodide error and the bromide error are influenced 
the concn. the different halides and correct- 
ing formula deduced. This formula for the inter- 
section-point end-points is—corrected titre 
0-9896 (observed titre) 0-0011 (observed 
titre) 0-0033 (observed titre) and 
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corrected titre 0-0009 (observed titre) 
0-9780 (observed titre) 0-0045 (observed 
titre) 0-0280. The total halide titration taken 
accurate and the corrected chloride titre 
obtained difference. Similar correction equa- 
tions can obtained use made 
The limitations the method are investigated and 


2197. Chemical identification halide and sul- 
phate sub-micron particles. Tufts and 
Lodge, jun. (Cloud Physics Project, Dept. 
Meteorol., Univ. Chicago, U.S.A.). Anal. 
Chem., 1958, (2), chloride 
and sulphate are distributed Formvar mem- 
branes supported stainless-steel meshes and are 
treated with mercurous fluorosilicate barium 
and lead nitrates, respectively. The size and nature 
the deposits formed can examined qual. and 
quant. the electron microscope. Procedure— 
For halides, the grid placed sample side down 
drop mercurous fluorosilicate and after 
min. placed sample side large drop 
water (removing excess reagent dialysis). 
After being washed for min., the sample dried 
desiccator. The spots formed are circular 
groups Hg,Cl, crystals which serve identify the 
original particle halide. The spot particle 
size ratio 3-6 0-42 and the lower limit 
detection for particle size For sulphate, 
the grid placed sample side down drop 
saturated aq. acidified with 
HNO,, for min., and then immersed drop 
water for sec. and dried. The spots formed are 
circular groups tightly-clustered particles 
sulphate crystals. The spot particle size ratio 
1-60 0-02, and the lower limit detection for 


2198. rapid micro-determination fluorine 
distillation and absorption. Ballczo, Doppler 
and Lanik (Chem. Inst. Univ. Vienna, Austria). 
Acta, 1957, (6), are 
given modified Willard and Winter method 
(Ind. Eng. Chem., Anal. Ed., 1933, which, 
although rapid, has error only few per cent. 
even with microgram amounts 
distillation apparatus incorporating absorbing 
vessel, which independent the rate passage, 
has been designed. This enables the volume the 
distillate kept small thus avoiding time- 
consuming evaporation procedure. absorptio- 
used. Satisfactory recoveries 
within the range 190 are shown the 
and TeQ,. PHILLIPS 


2199. Complexometric titrations (chelatometry). 
XXXII. Indirect complexometric determination 
fluorides with lead salts. VieStal, 
and (Military Tech. Acad., 
Brno, Czechoslovakia). Chem. Listy, 1957, (9), 
sample pptd. PbCIF, with 
known amount the excess which 
determined complexometrically the filtrate. 
the sample (containing 
dil. HNO, orange indicator). Add 0-5 
When necessary, neutralise dropwise with hexamine 
(1% soln.). Set the soln. aside for hr., make 
vol., filter into dry vessel and discard the 
first portion the filtrate. subsequent 100 
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portion add catechol violet indicator 
(10 drops) and hexamine soln. till the soln. 
turns blue. Titrate with EDTA (disodium 
salt) containing aq. till the colour changes 
yellow. Xylenol orange can also used indi- 
cator. Small amounts sulphate not 
interfere. 


2200. Determination chlorine liquid bromine. 
Nebbia and Pagani Res. 
Inst. Montecatini, Novara). Chim. Ind., 
1957, (8), the 
sample with KBr and 100 water, then 
the aq. layer colourless. Shake the aq. layer with 
shake again, then set aside the product for min. 
Add extract with light 
petroleum and precipitate the KCl 
from the aq. layer with 0-1 AgNO, the pres- 
ence 5ml HNO, Titrate the AgCl 
with EDTA (disodium salt) the presence 
K,Ni(CN),. With samples the accur- 


2201. Spectrophotometric determination chlor- 
ide ion. Coll (Louisiana State Univ., Baton 
Rouge, Abstr., 1957, (8), 1659. 
—Methods for the quant. determination are 
reviewed. the method described, Cl- may 
measuring the extinction monochloro com- 
concn., about Other ions, including 
other halides, not interfere. The method has 
been applied the analysis water and air. 
The photosensitivity complexes dis- 
cussed. 


2202. Simple determination small amount 
chloride and bromide with detector 
taka Kobayashi (Fac. Engng, Yokohama Univ., 
Minami-ku). Chem. Soc. Japan, Chem. 
Sect., 1957, (8), detector tube was 
devised for the determination Cl- and (both 
0-05 per litre) water. Silica gel (60 
mesh, water content ~10%) treated with 
brownish-violet grains containing 
per The product packed glass 
tube (diam. 2mm, length ~80 mm), both ends 
which are kept sealed until use. When one end 
the tube dipped the sample water, the column 
decolorised within min. according the 
content. The log the concn. (mg per ml) 
approx. proportional the length the colourless 
layer (reproducible with error for 
0-05 2mg the ion. The content Cl- 
read from empirical table. correction 
necessary for pH, temp., depth the dipped end 
the angle the tube. 


2203. Determination chlorates the presence 
perchlorates. Reduction chlorates acid 
solution employing excess iron(II) 
Frederick Smith and Veraguth (The Univ., 
Urbana, U.S.A.). Anal. Chim. Acta, 1957, 
electrolytes and other soln. can determined, 
within reduction with FeSO, As,O,, 
with OsO, catalyst. The excess reductant 
titrated with ceric sulphate (ferroin indicator). 
Procedure—To the sample 100 200 
add enough H,SO, make the soln. 


a 
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(if As,O, used) (if FeSO, used), then 
FeSO, As,O,. After min. add one drop 
aq. ferroin (0-025 N), stir and titrate the soln. 
changes faint blue. BAKER 


2204. Volumetric micro-analysis iodide 
mixture halides. Chateau and Hervier 
(Kodak-Pathé, Vincennes, France). Sci. Ind. 
1957, 28, 270-273.—-A procedure des- 
cribed for the determination very dil. 
buffered Bromide and chloride not 
soln. satd. with CHEM. ABSTR. 


2205. Polarographic analysis. Determination 
manganese after oxidation the manganic state 
Issa, Hewaidy and Omar (The Univ., 
Cairo, Egypt). Anal. Chim. Acta; 1957, 
polarographically the complex with 
triethanolamine 25°. The sample soln. contain- 
presence NaOH and (w/v) triethanol- 
amine, and then placed the polarographic cell. 
Pure aspirated through for min. and 
the soln. then polarographed. The well-defined 
first wave represents the reduction 
temp. coeff. per degree. The diffusion 
current const. and diffusion coeff. decrease with 
increasing NaOH and amine, and for the 
optimum concn. stated above are 1:27 and 
10-1 per sec., respectively. BAKER 


2206. Determination manganese titanium. 
Corbett Physical Metall. Section, 
Univ. Melbourne). Analyst, 1958, 88, 53-54.— 
The persulphate oxidation sodium arsenite titra- 
tion method recommended for determining 
titanium, but, when large amount 
present, (added steel analysis extend 
the range and improve the end-point) cannot 
tolerated. Investigation showed that NaF can 
used. added after the metal has dissolved and 
the procedure the standard method based 
oxidation with the presence AgNO, 
continued. The colour change from pink 
yellow green, the yellow shade increasing with 
increasing content Mn. Potentiometric com- 
parison the end-points with and without NaF 
showed that with NaF the break sharper and the 
end-point free from the drift that appears when 
oxidised without pptn. MnO,. The 
should added b.p. and the liquid should 
boiled for min. The standard deviation increases 
with the amount present and the method 
empirical, the effective normality the sodium 
arsenite depending the amount present. 

JONES 


2207. Separations involving sulphides. III. Sep- 
aration rhenium and antimony from mercury. 
Salaria (The Univ., Allahabad, India). 
Anal. Chim. Acta, 1957, (4), 390-391 (in English). 
two quant. procedures are modifications 
the method described previously (cf. Anal. Abstr., 
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1957, 2122). For the separation Re, large 
added the thio salts (formed with 
tracting from the wt. mixed sulphides the wt. 
HgS (determined separately decomposing the 
thio salts with excess solid ammonium acetate). 
For the separation Sb, the mixture thio salts 
{in duplicate soln., and decomposed 
dissolved and the HgS can filtered off, dried and 
the ppt. mixed sulphides weighed after suitable 
treatment (cf. Anal. Abstr., 1957, 1192). The 
wt. Sb,S, obtained difference. These 
procedures cannot used for separating Pt, Au, 

IV. Separation platinum, gold, selenium, 
arsenic, rhenium and molybdenum 
For the quant. separation Pt, from Pb, 
the mixed sulphides are pptd. from neutral soln. 
HCl and ammonium acetate (10 15g). 
The mixture (adjusted HCl) heated 
100° and the ppt. PtS, (Au,S, SeS,) collected, 
washed, dried and weighed. The the filtrate 
(neutralised and cooled 0°) can determined 
adding Na,S and large excess acetic 
acid, heating 100°, and collecting, washing, 
drying and weighing the pptd. PbS. Arsenic, 
can quant. separated from (7) 
adding the cold soln. excess Na,S and 
ammonium acetate (10 g), shaking the mixture 
for min. and collecting and weighing the PbS; 
pptg. As,S, MoS,) described for the 
separation Pt, another aliquot the sample 
soln. being used. These procedures cannot used 
for the separation Te, and from Pb. 

BAKER 


2208. Use standard solutions methyl orange 
helianthometry. Volumetric 
micro-determination ferrous iron and hydrogen 
peroxide. and (Inst. fiir Med. 
Chem. Med. Univ., Debrecen, Hungary). Acta 
Chim. Acad. Sci. Hung., 1957, (in 
German).—Cf. Anal. Abstr., 1956, 1359. 


2209. Quantitative inorganic chromatography. III. 
Separation and determination ferrous and ferric 
Banister and Nickless (Dept. Inorg. and Phys. 
Chem., The Univ., Bristol). 1957, 82, 
780-800.—The selection general solvent for the 
separation, the same chromatogram, the 
valency states many metals, the modification 
and and the 
experimental variables that affect this separation 
are investigated. For stated reasons, the solvent 
system selected was ether methanol water HCl 
vol.), and examination the opti- 
mum conditions under which the solvent should 
used for the quant. determination and 
after their separation paper chromatography, 
led recommended method involving colori- 
metric determination the complex with 2-nitroso- 
acid. The method 
applicable amounts ranging from 1250 
Fell and from 2450 The max. 
error single determination was between and 
new type capillary dropper described. 
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Applications the technique the determination 
mixtures with Cr, Mn, Co, and are 
indicated. Salicylaldehyde serves 
spray reagent for Mn. 


2210. Precipitation paper-chromatography in- 
organic cations with VI. 
Preliminary experiments for quantitative determina- 
tion the ferric ion. Hideo Nagai (Chem. Dept., 
Fac. Kumamoto Univ., Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (9), 1334- 
1337.—The relation between the amount 
and the width the chromatographic band was 
studied filter-paper impregnated with 8-hydroxy- 
quinoline (cf. Anal. Abstr., 1957, 1425, 3983), 
with acetic acid saturated with 
developer. The width well the area the 
sample and the band sensitive towards change 
temp. Both the width and the area are propor- 


2211. Determination traces heavy metals 
the presence large amounts zinc and cadmium 
ions. II. The influence zinc and cadmium ions 
photometric determinations iron. Valcha 
(Res. Inst. Org. Synth., Pardubice-Rybitvi). Chem. 
Zvesti, 1957, (9), 548-557.—The presence 
and influences the determination 
with dimethylglyoxime, ferron and tiron. the 
red colour, which dependent the presence 
Cd, was observed. When determining with 
tiron, shift wavelength the extinction maxi- 
mum the presence large amounts salts, 
well specific influence and Cd, was ob- 
served. The interference traces the 
determination with ferron can avoided 
means diethyldithiocarbamate. Procedure— 
Shake the sample soln. (50 ml) for min. with 
soln. diethyldithiocarbamate chloroform 
Transfer the aq. layer volumetric 
flask, wash the separating funnel with phthalate 
buffer soln. ml) and combine the aq. layers. 
Repeat the procedure with the chloroform layer. 
Add bromine water drops) the aq. phase and 
remove bromine with heating. Cool; add ferron 
soln. ml), dilute with phthalate buffer 
100 ml, and measure the extinction with the use 
orange filter S61. The extinction coefficient 
decreased the presence and Cd. For the 
determination with tiron the presence 
and Cd, constant-addition method proposed, 
which enables traces per ml) 
determined cadmium zinc salts. 


2212. Absorptiometric determination traces 
iron bismuth. Booth and Evett 
(U.K.A.E.A., Woolwich Outstation, England). 
Analyst, 1958, 83, 80-82.—The sample dissolved 
specified mixture and HNO,. The 
soln. evaporated almost dryness, the residue 
again evaporated with conc. and this residue 
dissolved HCl. The soln. diluted 
with respect HCl. aliquot boiled 
with 0-2 SnCl, soln., cooled and trans- 
ferred separator, the original beaker being 
washed with two 5-ml portions ethanol and with 
2ml Bathophenanthroline (4:7- 
EDTA (disodium salt) previously mixed with 
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citrate soln. After min. the 
complex extracted with m-hexanol. 
The extract diluted with ethanol, 0-2 
added and, after being shaken, the soln. 
adjusted with ethanol. The extinction 
the filtered soln. measured 533 and cor- 
rected reagent blank. procedure for recover- 
ing the expensive bathophenanthroline described. 


2213. Absorptiometric determination iron and 
tungsten without prior separation. Larumbe. 
An. Asoc. Argentina, 1957, (1), 52-58. 
The method applicable minerals low tungsten 
content, where the filtrate from single cinchonine 
pptn. always contains small quantities Fe. The 
colour developed dil. medium with four 
drops 10% soln. and the extinctions 
715 due alone, and deduced from 
the total extinction 337 minus the calculated 
extinction due 337 mp. Interferences 
other elements may eliminated prior extrac- 
tion (and Fe) into ethyl acetate thiocyanate 


2214. Quantitative determination alloying ele- 
ments steel analysis the X-ray fluorescence 
spectrum. Krachter and Jager (Mannesmann 
Forschungsinst., G.m.b.H., Duisburg, Germany). 
Arch. Eisenhiittenw., 1957, (10), 
basic principles the method are discussed and the 
influence sample thickness, surface condition, 
time measurement and other elements the 
quant. purposes, measurements should referred 
samples similar but known composition. 


2215. Determination trace amounts lead 
Bordesley Hall, Alvechurch, Birmingham, England). 
Analyst, 1958, 83, soln. the sample 
HCl and HNO, evaporated just dry- 
ness, the residue dissolved and adjusted 
known vol. specified amount the centri- 
fuged supernatant liquid extracted with 
acetate remove most the Fe. The aq. layer 
evaporated just dryness, the residue dissolved 
dil. and the soln. treated for min. 
80° 90° with hydrazine dihydrochloride 
reduce residual Fe. The soln. treated with 
tartrate, aq. KCN and diethyldithio- 
carbamate, and then extracted with 
The residue from the evaporated extract freed 
from organic matter fuming with HNO, and 
This dry residue dissolved dil. HNO,, 
tartrate soln. added and, with passing 
through, polarograms are recorded for 
and vs. the mercury-pool anode. 
Modifications for certain types sample are indi- 
cated. There interference from and 
and none from unless present MnO, 
when its effect can suppressed addition 
hydrazine dihydrochloride hydroxylamine hydro- 
chloride. For lower ranges concn. cathode-ray 
polarograph required. JONES 


2216. The use cobalt-60 radiotracer 
study the analytical chemistry cobalt. 
Salyer (Ohio State Univ., Columbus, 
Dissert. Abstr., 1957, (5), 972.—A method 
determining steel and nickel alloys, based 
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anodic deposition, The commonly 
applied methods are critically studied and hitherto 
undetected sources error brought light. 

ROBERTS 


2217. Photometric titration nickel the pres- 
ence cobalt. Brake, McNabb and 
Hazel (The Univ., Philadelphia, Pa., U.S.A.). 
Anal. Chim. Acta, 1957, (3), (in English). 
error spectrophotometric titration 
with 0-03 EDTA (disodium salt) 1000 
path, The end-point given the 
intersection the straight lines corrected extinc- 
tion vs. titrant added. The masked 
complexing with nitroso-R salt soln. 
(acetate buffer); the nickel complex and the 
excess nitroso-R salt are then destroyed 
adding conc. HNO, the boiling soln. The 
the soln. before titration should adjusted 
between and 4-0 with saturated aq. NaOH soln. 
The effect interfering elements and the limitations 
the method are discussed. BAKER 


2218. The separation rhodium from other 
platinum-group metals ion exchange. 
McKay (Ohio State Univ., Columbus, 
hydroxide pptd. the addition NaOH and 
the ppt. allowed age for min. The ppt. 
then dissolved HCl, give soln. containing the 
yellow form rhodium chloride, from which 
can quant. removed passage over the cation- 
exchange resin Dowex 50. Spectroscopically pure 
can eluted from the column with HCl 
giving 99% recovery. this method can 
separated from and Pt. separation from 
required, the present must reduced the 
tervalent state with quinol, before the pptn. the 
hydroxide; before passage over the resin the 
must oxidised back the quadrivalent state 
with Cl. Rhodium can then obtained the 
same purity and yield from and Pt. When 
has separated from mixtures two 
more these metals, trace quantities the metals 
are always present with the eluted Rh. 

ROBERTS 


2219. 2-Mercaptobenziminazole 
benzothiazole analytical reagents. Estimation 
palladium. Majumdar and Chakra- 
bartty (Jadavpur University, Calcutta, India). 
Naturwissenschaften, 1957, (19), 511.—2-Mer- 
captobenziminazole precipitates 
pletely between 5-0 and 10-1; 2-mercapto- 
benzothiazole effective between 5-6 and 
Potassium iodide, tartrate, EDTA 
not interfere with the pptn. and allow separation 
this metal from alkaline and rare earths and other 
metals. Silver and mercury are kept solution 
potassium iodide, and traces gold thiosulphate. 
Interfering ions are Pt*+, and CN-. The 
pptd. palladium can determined gravimetrically 
titration with AgNO, soln. after dissolving 
excess standard cyanide solution. 

KAWERAU 


2220. Determination palladium means 
triazoles. Lomakina and Tarasevich 
(Moscow Univ.). Vestn. Moskov. Univ., 1957, (3), 
dil. soln. (1:9) PdCl,, ppt. 
and are given 
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azole. They are almost insol. water and acids 
and are stable the micro-determina- 
tion pure salts, the soln. containing from 
0-1 10mg and 10% its vol. conc. 
triazole acetic acid until pptn. complete, 
followed further few drops. The soln. 
heated between 70° and 80° and then set aside 
room temp. for hr. The ppt. collected 
filter-crucible and after being washed with hot 
and Cu, neither which interferes, washing 
carried out first with HCl prevent hydrolysis. 
the presence Pt, half the the original 
that the reagents possess reducing properties. 
and the sample dissolved 
aqua regia, the excess HNO, removed two 
evaporations with conc. HCl, the acidity the soln. 
adjusted, and pptn. carried out the presence 
the other metals. SMITH 


2221. Spectrochemical analysis low-friction 
alloys. and Asensi Alvarez- 
Madrid). Cienc. Apl., 1957, 
Alloys Sn-Sb, Sn-Sb-Cu, and Pb-Sn-Sb 
were carefully prepared, examined microscopically 
and analysed chemically. The absence segrega- 
tion was established chemically. order 
determine their emission spectra, samples were 
placed cylindrical steel support front 
electrode pure nickel, both connected with 
Feussner spark generator. The spectra the 
range 250 340 were analysed Hilger 
spectrograph. The intensity the lines was 
measured with Zeiss microphotometer and corre- 
lated with concn. the usual way. Details 
working conditions are given. Practical line pairs 
were selected, max. accuracy being attained 
using standard for tin- and antimony-base 
alloys, and for lead-base alloys. The relative 
error, expressed percentage the amount 
present, tin-base alloys was 2-9 2-4 for 
the concn. range 14%, and 1-3 for 
the concn. range lead-base alloys 
was 5-0 3-2 for the concn. range 9-3 
20%, and 3-5 2-0 for the range 9-7 
15%. The influence the third element line 
intensity was examined for the line pairs used 
this work and shown graphs. The standard 
samples must the same alloy type the alloy 
analysed. Copper diminishes the apparent concn. 


2222. tentative method for the determination 
the original water cement ratio hardened con- 
crete. Brown (Associated Portland Cement 
Mfrs. Ltd., Stone, Greenhithe, Kent). Appi. 
Chem., 1957, (10), 565-572.—The sample 
concrete, after being dried const. wt., immersed 
first under reduced pressure and then 
atm. pressure, until the pores originally containing 
moisture are filled with the solvent. The wt. 
solvent thus absorbed proportional the wt. 
water originally present. The CCl, driven off 
and the sample crushed and separated into stones, 
sand and mortar. These three fractions are sub- 
jected chemical analysis described Bowden 
and Green Analysis 1950, 
Nat. Build. Studies, Res. Paper No. Build. Res. 
Station). RoBERTS 
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2223. Additional trace-element analyses stan- 
dard granite G-1 and standard diabase 
Turekian (Dept. Geol., Yale Univ., New Haven, 
Conn., U.S.A.). Science, 1957, 126, 
results obtained with emission spectrographic 
technique, which the action CaCO, 
used, are reported and compared with results 


Aminobenzenethiol inorg. analysis. 2075, Org. 
2076, Detection cations paper chromato- 
graphy. 2077, Detection anions. 2251, Deter- 
mination Rb, Cs, NH,* and with 
hydrocarbon reforming catalysts. 2300, Determina- 
indicator for titrations. 2465, Automatic 
titration water determinations. 
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2224. Micro-determination carbon and hydro- 
gen rapid combustion procedure. Robert- 
son, Jett and Dorfman (Ciba Pharmaceu- 
tical Products, Inc., Summit, N.J., U.S.A.). Anal. 
Chem., 1958, (1), rapid deter- 
mination and was made semi-automatic 
with respect the operation the movable burner. 
One analysis required only min., min. 
for the combustion and min. for the weighings. 
compounds were analysed means 
this modification, recoveries being >99-5% 
but 104%, and being generally 
but Good results were obtained with 
samples little 2mg. constant blank 
was obtained for the CO, tube and 


2225. Sub-micro methods for the analysis 
organic compounds. The determination 
nitrogen. Belcher, West and Williams 
(Univ. Birmingham, England). Chem. Soc., 
sealed tube with conc. 420° 430° 
for min. After cooling, the digest adjusted 
between and 9-6 means HgSO, and 
NaOH, finally adjusting with 5°, 0-04 
NaOCl added with stirring and, after min., 
30°, soln. and H,SO, are added and the 
liberated iodine titrated with 
with daylight bulb illuminant and solid Thyo- 
dene indicator. The final titration must 
carried out low steady rate. Blanks should 
not exceed NaOCl. When the 
balance described Asbury al. (Anal. Abstr., 
1957, 1060) and micrometer syringes were used 
for titration, results for compounds were slightly 
low, but within 0-3°, the theoretical, and stan- 
dard deviations were from 0-12 (10 deter- 
minations). Means were slightly higher when the 
NaOCl was standardised with (NH,),SO, than when 
was used. Essery 


2226. Determination phosphorus organic 
compounds. Rapid micro- and semi-micro method. 
and Tuckerman (Sterling-Winthrop Res. 
Inst., Rensselaer, N.Y., Anal. Chem., 
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1958, (1), com- 
pounds can burned oxygen-filled flask 
the Schéniger method Abstr., 1955, 1816). 
All the converted into which may 
determined either titrimetrically colorimetri- 
cally. The colorimetric procedure for the micro- 
determination based the formation hetero- 
poly blue. The semi-micro procedure involves 
pptn. the magnesium ammonium phosphate 
followed determination the with EDTA. 
The accuracy the micro-method within 
and that the semi-micro 


2227. Determination peroxide groups (active 
oxygen). Roth and Schuster (Badischen 
Anilin- Soda- Fabrik A.-G., Ludwigshafen, 
Germany). Acta, 1957, (6), 
The sample mg) allowed react over- 
night with 10% soln. acetic acid ml) 
and the liberated iodine titrated with 
Air must first removed from the flask 
and from the acetic acid the addition solid 
CO, the passage CO,. Starch added 
solid give improved end-point. This 
method suitable for per-acids, hydroperoxides, 
hydroxy- and dihydroxy-dialkyl peroxides, 
peroxides, hydroperoxide esters and 
Dialkyl peroxides and dimeric ketone peroxides 
need heated. Di-tert.-butyl peroxide and 
trimeric ketone peroxides not react completely. 
Other methods are indicated for the less readily 
reactive compounds. BURGER 


2228. Gas chromatography. Determination 
constituents the study azeotropes. Haskin, 
Yarborough (Development Dept., Union Carbide 
Chemicals Co., Charleston, Va., 
Anal. Chem., 1958, (2), samples 
(0-01 0-02 ml) are analysed Celite columns 
(4-7 diam.) containing 30% partitioning 
liquid. used carrier, and thermistor 
cell detector, combination with strip-chart 
recorder, areas under the curves being computed 
planimeter. Partitioning liquids 
conditions are given for the resolution mixtures 
water, ethanol, methyl cyanide and triethylamine; 
methanol, acetone and methyl acetate; iso- 
alcohol, ethyl ketone and chloroform 
and water, n-butyl acetate and di- 
n-butyl ether. the last case, and generally 
mixtures containing various functional groups, 
calibration factors are used, derived from expt. 
with known mixtures, and defined the ratio 
known percentage area percentage. general, 
reproducibility ranged from +0-5 the 
contained constituent, and the lower limit detec- 
tion ranged from 100 500 p.p.m., sensitivity 
decreasing with increasing retention time. 

2229. Characterisation organic compounds with 
ford and Lawson (Univ. Southern California, 
Los Angeles, U.S.A.). Chem. Educ., 1957, 
(10), 510-512.—Procedures for the prep. 2:4- 
dinitrobenzenesulphenyl chloride are summarised 
and its recorded deriv. (192) with their m.p. are 
tabulated. (40 references.) 


fluorocarbons. Reed, (Dept. Chem. 
Engng, Univ. Florida, Gainesville, U.S.A.). 
Anal. Chem., 1958, (2), 221-228.—From study 
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the behaviour six stationary solvent liquids 
concluded that fluoro- and 
media give better resolution fluorocarbon mix- 
tures than hydrocarbon media. Operating 
conditions are given for six columns, with Celite 
support and carrier gas, and results are 
quoted for five these, for the partition standard 
compounds and and for series 
fractions from the reaction products 
with C,F,. solvent good general utility for the 
resolution fluorocarbon mixtures boiling below 
150° (the ethyl ester 
Kel-F acid mathematical discussion 
partition and activity coefficients given, with 
reference the standard compounds, reaction 
products and stationary solvents tested. 


2231. assay for chlorobutanol 
{1:1:1-trichloro-tert.-butyl alcohol). Rehm 
and Mader (Res. Dept., Ciba Pharm. Prod., 
Inc., Summit, Amer. Pharm. Ass., Sct. Ed., 
1957, (10), the sample with 
butanol (I). Mix with hydroxylamine 
ml) and allow stand for min. Add 
3-5 aq. ml) and soln. FeCl, 
mixture vigorously and measure the extinction 
500 against reagent blank. Simultaneously 
carry out parallel assay with standard soln. 
non-volatile interfering substances (such 
esters, imides, acid chlorides, acid anhydrides, 
tartrates, citrates and phosphates) are present 
the sample, distil the steam from 4-ml 
amount the acidified sample soln. and use the 
distillate for the assay. The precision the method 


2232. Determination oxyalkylene groups 
glycols and glycol and polyglycol ethers and esters. 
Siggia, Starke, jun., Garis, jun., and 
Stahl (Gen. Aniline Film Corp., Easton, Pa., 
Anal. Chem., 1958, (1), 115-116.—The 
method based the reaction with the oxy- 
for each group. The di-iodo compounds are 
unstable and form the corresponding alkylene 
liberating mol. iodine, which determined 
titration with Thirteen samples were 
assayed the procedure, triplicate analyses giving 


2233. Modified skatole method for micro-deter- 
mination fructose and inulin. Carvalho 
and Pogell (Johns Hopkins Univ., Baltimore, 
Md., U.S.A.). Biochim. Biophys. Acta, 1957, 
colour stability are attained modification the 
method described previously (Anal. Abstr., 1955, 
meter tube immersed ice bath add 
cold skatole soln. ethanol and 
cold 30°, HCl. Mix, close the tube and immerse 
water bath 38° for hr. Place ice 
bath, add and extract the purple 
colour repeated inversions. Allow separate 
and reach room temp. Measure the extinction 
the CHCl, phase little 0-05 
fructose may determined. 


2234. Micro-determination volatile aldehydes. 
Hunter and Potter (W. Regional Res. 
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Lab., Albany, Calif., U.S.A.). Anal. Chem., 1958, 
(2), 293-295.—The method, applied the 
determination aldehydes produced from amino 
acids ninhydrin, depends the oxidation 
aldehyde bisulphite complex iodine 10. 
silicone oil and solid ninhydrin are 
added and the mixture heated under reflux 
100° 105°, the aldehyde being carried stream 
acids require heating for min., but phenylalanine 
and methionine require 2-5 and hr., respectively. 
After the distillation, the NaHSO, soln. made 
point with 0-1 iodine, and finally with 0-02 
added followed 5ml Na,CO,. After 
setting the soln. aside the dark for min., 
1-0 H,SO, added, the flask placed 
the dark for min., and the excess iodine 
back-titrated with 0-02 All expt. are 
run duplicate, and blank treated 
the same way the sample. from 
amino acids, alone mixtures, ranged from 


2235. Organic quantitative analysis. XVI. Colori- 
metric determination small amounts aldehydes. 
Petranek and (Res. Inst. Org. Synth., 
Pardubice-Rybitvi, Czechoslovakia). Chem. Listy, 
1957, (9), condensed with 
phloroglucinol soln. acetic acid and the 
presence aldehydes yield yellow 
orange coloration, which can used for their 
photometric determination. 
the sample anhyd. acetic acid. this 
soln. add H,SO, (20% anhyd. acetic acid) 
mix, cool, and measure the extinction with the use 
blue green blue (vanillin, piperonaldehyde) 
filter. The colour stable for min. 
min. (piperonaldehyde). For 26-6 
(p-tolualdehyde), 29-9 (vanillin) and 
30-6 (piperonaldehyde) (in ml) the calibra- 
tion curve obeys the Beer- Lambert law. The 
method chiefly suitable for the determination 
aromatic aldehydes; the colour condensation 
products aliphatic aldehydes not stable. 


2236. nephelometric method for the determina- 
tion small amounts aldehydes. Rothe and 
453.—Furfuraldehyde, vanillin, anisaldehyde, 
heptaldehyde and decylaldehyde can determined 
(singly) adding the dil. aq. soln. (10 
25° (at 35° for vanillin) aq. dinitrophenyl- 
hydrazine hydrochloride ml), and, after min., 
measuring the turbidity produced. calibration 
graph given for each aldehyde. The ranges 
(for and the limits accuracy 
not applicable the determination acetaldehyde, 
propionaldehyde, isovaleraldehyde benzaldehyde. 

ARUP 

2237. Determination methyl ketones 
measurement. Hashmi Lahore, 
Pakistan). Anal. Chim. Acta, 1957, (4), 
385 (in English).—A rapid and accurate method 
determining acetone and higher methyl ketones 
consists measuring the the soln. after the 
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liberation free reaction with 5°, hydroxyl- 
amine hydrochloride. standard working curve 
constructed for each ketone. The procedure 
The titration method usually gives low results. 

BAKER 


2238. Separation and identification higher fatty 
acids means paper chromatography. 
Alimova and Bolgova (Rostov-on-Don State 
Med. 1957, (3), 568-571.— 
The detection and identification (by means 
standards) fatty acids paper chromatograms 
carried out development with basic bismuth 
nitrate soln. ammoniacal soln. Ag. 

SMITH 


2239. Determination sulphuric acid com- 
mercial lactic acid. (Inst. Mineralogy 
and Petrography, Komensky Univ., Bratislava, 
Czechoslovakia). Chem. Zvesti, 1957, (3), 
161.—Methods for the determination H,SO, 
lactic acid are reviewed. has been shown that 
the procedure Berl yields unsatisfactory 
results but, when ethanol used instead acetone, 
the solubility sulphates decreased and quant. 
pptn. can obtained. The indirect polarographic 
method Tockstein and Serak (Chem. Listy, 
1952, 46, 539) useful for the determination 


2240. Contributions the technique for the 
determination citric acid. Ruttloff and 
Behnke. 1957, (5), 
768.—The colorimetric method Natelson al. 
(J. Biol. Chem., 1947, 170, 597) gives results 
good agreement with those obtained Pucher 
al. 1936, 118, 235), and valid for range 
200 citric acid. The results for soln. 
pure citric acid are not affected the presence 
relatively large amounts itaconic citraconic 
acids, preliminary boiling first with dil. KOH 
soln. and then with dil. H,SO, [immediately after 
the treatment with trichloroacetic acid recom- 
mended Breusch and Tulus (Biochim. Biophys. 
Acta, 1947, When the method applied 
milk extracts meat, plants yeast, the 
boiling with acid alone has effect, but boiling 
with dil. KOH and then with H,SO, results 
increases the results for citric acid (by 
30°,) except with yeast extracts; the results for 
citric acid brewers’ yeast are not affected, whilst 
those for bakers’ yeast are low 
sible reasons for these discrepancies are considered. 
The test soln. must contain <1% glucose. 

ARUP 


2241. Paper-chromatographic separation ali- 
phatic lactones. Keeney (Dept. Dairy 
Science, Pennsylvania Agric. Exp. Sta., Univ. 
Park, U.S.A.). Amer. Oil Chem. Soc., 1957, 
stituent synthetic peach essence and y-nonanolac- 
tone found synthetic coconut flavours. These 
and other normal aliphatic 
separated paper chromatography. The lactones 
are first converted into hydroxamic acid deriva- 
tives reaction with alkaline hydroxylamine 
soln. the cold, the lactone soln. spotted 
the paper followed, after air-drying, the 
alkaline hydroxylamine soln. The solvent used 
(5:3:5:1, vol.) and the spots are revealed with 
FeCl,. The method demonstrated the analysis 
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three commercial synthetic peach extracts. 
values are given for lactone derivatives. 
Dux 


2242. Quantitative determination halides and 
anhydrides carboxylic acids. Litvinenko 
and Uch. Zap. Univ., 
1956, 76, 59-63; Ref. Zhur., Khim., 1957, Abstr. No. 
57,849.—Treat the substance with excess 
aromatic amine (m-nitroaniline) organic sol- 
vent (nitrobenzene) and titrate unacylated amine 
potentiometrically with NaNO, soln. The method 
general application for acid halides, but only 
the most reactive anhydrides may determined 
this method (e.g., maleic, acetic). The accuracy 
the method within for sample 


2243. tert.-Butyl hypochlorite for detection 
nitrogenous compounds chromatograms. 
Schwartz and Pallansch (E. Util. Res. 
Development Div., U.S. Dept. Agric., Wash- 
ington, D.C., U.S.A.). Anal. Chem., 1958, (2), 
hypochlorite was synthesised 
the method Teeter and Bell (Org. Synth., 
1952, 32, 20), the fraction distilling 78° and atmo- 
spheric pressure being collected and stored the 
dark The spray reagent comprises the 
hypochlorite containing 10°, 
glacial acetic acid, and stable for one month. 
Chromatograms, paper pre-washed with water, 
are dried overnight 40° 50°, sprayed with the 
hypochlorite reagent, allowed stand for 
min. under hood with good draught, then sprayed 
with soluble starch soln. Compounds 
forming N-chloro derivatives appear blue spots 
colourless background; their areas are eval- 
uated planimeter. After the hypochlorite 
spray, papers should not aerated for more than 
min., and account heated, many the 
N-chloro compounds are unstable. Hippuric and 
acids, cysteine, cystine and 
per sq. cm, but the lower limit detection 
other compounds ranged from 0-2 per sq. 
for urea 57-5 per sq. for norleucine. The 
method can applied protein bands after paper 
electrophoresis, but barbitone buffers cannot 
used, barbituric acid reacts. The relationship 
structure the reactivity the amino group 


2244. Determination organic nitrates titra- 
tion with ferrous sulphate. (Military 
Tech. Brno, Czechoslovakia). Chem. 
1957, (6), 285-289.—The commonly 
used method for the volumetric determination 
nitrates the presence H,SO, means 
ferrous sulphate soln. has been found suitable for 
the determination different types organic 
nitrates and some nitroamines. The temp. 
which the sample dissolved H,SO, and titrated 
influences the determination since, high temp., 
nitrate nitrogen partially reduced nitrite 
nitrogen, which not determined this method. 
Homologues nitrate cannot determined, 
even they are dissolved and titrated 0°. The 
soln. ferrous sulphate H,SO, the most 
suitable volumetric reagent and stainless-steel 
electrode connected with platinum 
electrode the best potentiometric indication arrange- 
ment. The max. error +0-015% nitrogen. 
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2245. Sodium metavanadate volumetric re- 
agent. Determination organic derivatives 
hydrazine; iodine monochloride method. Balwant 
Singh and Sahota (Panjab Univ. Coll., Hoshiar- 
pur, India). Amal. Chim. Acta, 1957, (3), 
288 (in soln. sodium meta- 
vanadate can used for the volumetric determina- 
tion 0-02 0-12 semicarbazide hydrochloride, 
benzaldazine, benzaldehyde semicarbazone, amino- 
guanidine hydrochloride, o-hydroxy-, p-methoxy- 
and o-chloro-benzaldehyde semicarbazones, chloral- 
hydrazine ethyl methyl ketone semicarbazone. 
oxidiser and CHCl, internal indicator 
(violet straw colour). Each group 
oxidised quant. nitrogen 

BAKER 


2246. Salting-out chromatography. II. Amines. 
Sargent and Rieman, (Rutgers Univ., 
New Brunswick, Anal. Chim. 
Acta, 1957, (4), (in English).—Salting- 
out chromatography Org. Chem., 1956, 21, 594; 
Phys. Chem., 1957, 61, 354) can applied the 
separation milligram amounts primary, 
secondary tertiary aliphatic aromatic amines 
provided that cation-exchange column and 
strongly basic eluent are used. satisfactory 
separation can achieved elution the mixture 
through column Dowex 50-X4 (200 400 mesh, 
rate per min. Variables affecting the 
elution are discussed, and method determining 
the optimum conditions for the quant. separation 
mixture from two six different amines 
described. Distribution ratios vs. 
K,PO, are listed for amines. Mixtures either 
tert.-butylamine and tetramethylenediamine cannot 
separated salting-out chromatography. 

BAKER 


2247. Benzamides, p-nitrobenzamides, benzene- 
sulphonamides, toluene-p-sulphonamides and acet- 
amides identification derivatives long-chain 
amines. Sasin, Butte, jun., Borror 
and Sasin (Drexel Inst. Technol., Phila- 
delphia, Pa.). Amer. Oil Chem. Soc., 1957, (7), 
identification derivatives were pre- 
pared dodecylamine, tetradecylamine, hexa- 
decylamine and octadecylamine and their melting- 
points established. was found that the most 
satisfactory derivatives were the acetamides and 
benzenesulphonamides. The consecutive members 
the former series melt approx. apart and the 
latter approx. apart. The preparation the 
derivatives given detail. Dux 


2248. Determination di-(2-chloroethyl)amines 
and related compounds with 
Geo. Washington Univ. Med. School, Washington, 
D.C., U.S.A.). Anal. Chem., 1958, (2), 256-258.— 
For the determination nitrogen mustard 
analogues, the aq. soln. treated with 
95% ethanol and slightly acidified with 
hydroxyquinoline 95°, ethanol added. After 
being shaken and the addition 0-5 10% 
aq. soln., the mixture shaken vigorously 
for sec., allowed stand for min. room 
temp., and the orange colour read cell 
468 The reaction will detect 0-2 
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and reproducibility good the stated con- 
ditions are adhered to. specific for the di- 
(2-halogenoethyl) configuration; monofunctional 
and ethyleneimino-substituted derivatives not 
respond. The application the reaction the 
study nitrogen mustard and some its analogues, 
vitro model systems, discussed. 
Essery 


2249. Polarography derivatives urea and 
Davidek (Res. Inst. Food Technol., Prague) 
Ceskosl. Farm., 1957, (10), 593-594.—The polaro- 
graphic determination performed phosphate 
The most suitable concn. 
successfully analysed. The average error was 3°,. 


2250. The quantitative determination hexa- 
methyleneimine 
Nebbia and Guerrieri Res. Inst. 
Montecatini, Novara). Chim. Ind., 1957, 
(8), 672-674.—Hexamethyleneimine (I) may 
determined the presence hexamethylene- 
diamine (II) nickel dithiocarbamate (III), 
volumetrically 
min. Separate the org. layer and wash this with 
times) and finally water times). For the 
volumetric determination, extract the org. layer 
with 0-1N AgNO, diluted with water 
(90 ml) and conc. aq. NH, 
aliquot the aq. phase with 0-02 
EDTA, with murexide indicator. For the 
colorimetric determination, extract the org. layer 
with cuprammonium soln., wash times with 
dil. aq. NH, and compare the colour the org. 
layer with previously prepared standards. few 

COOPER 


2251. Potentiometric titration some organic 
and inorganic bases with sodium tetraphenylborate. 
Kirsten, Berggren and Nilsson (Res. 
Lab., Pharmacia, Ltd., Uppsala, Sweden). 
Chem., 1958, (2), (3-oxa- 
methylammonium ditartrate) (I), together with 
other organic bases and Rb, Cs, NH,* and Ag, 
can determined direct potentiometric titra- 
tion with sodium tetraphenylboron 
Silver wire and calomel electrodes, agar 
NaNO, salt bridge, and specified acetate buffer 
(pH 5-0) are used. Recoveries are from 
When end-points are less good owing excessive 
solubility the ppt., excess added, the 
soln. filtered, and aliquot the filtrate 
back-titrated with When halogens 
are present, initial positive potential should 
applied the silver electrode. This enables good 
recoveries several chlorides, bromides and iodides 
made. Some bases give poor end-points 
the presence iodide. this case, the halide can 
exchanged for acetate passage through 
column Amberlite (acetate form). 
When titrated aq. acetone soln., precipi- 
tates more than corresponds one valency, 
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and titration with standard AgNO, soln. gives 
correct results only when the AgNO, soln. have been 
standardised with under the conditions used 


252. Quantitative analysis hydroxamic acids 
paper chromatography. Gaku Izumi and Yutaka 
Yamada (Gov. Ind. Res. Hirate-machi, 
Kita-ku, Nagoya). Soc. Japan, Ind. Chem. 
Sect., 1957, (7), paper-chromato- 
nonano-(III) and hydroxamic acids 
and azelaodihydroxamic acid followed 
colorimetric determination the ethanol extract 
the spot, was studied with various developers. 
vol.) was the most satisfactory, the values 
being 0-85, 0-88, 0-90, 0-92 and 0-22 for II, 
III and was unsuccessful, but this method 
applicable the analysis ozonide decomposition 
products natural unsaturated fatty acids. The 
ethanol ml) and developed for hr. The spots 
are cut out, immersed FeCl, soln. 
ethanol (20 ml) and the extinction measured, 
520 530 for and IV, and 495 
for 


2253. Determination acid amides. Roth 
and Schuster (Badischen Anilin- Soda- 
Fabrik A.-G., Ludwigshafen, Germany). 
Acta, 1957, (6), 837-839.—The sample 
the resulting NH, volatile amine distilled into 
and the excess titrated. The time 
required ranges from min. hr. according 
the ease saponification the acid amide. Com- 
pletion the reaction should checked boiling 
the soln. for further period and collecting and 
titrating another distillate. BURGER 


2254. Separation quaternary halides paper 


chromatography. Holness and Stone 
(S.W. Essex Tech. Coll., Walthamstow, London). 
Analyst, 1958, 88, 71-75.—Separation effected 
within the homologous series saturated n-alkyl- 
trimethylammonium, n-alkylbenzylmethylammon- 
ium and halides having alkyl 
chains atoms. The ascending solvent 
technique was used. The quaternary salts, single 
substances containing only the chain- 
length indicated the name, were dissolved 50% 
ethanol allowing spots not more than 
0-003 applied the paper. The develop- 
ing solvents were 35°, and aq. ethanol con- 
taining conc. HCl. After the required time 
the air-dried paper was sprayed with mixture 
containing, 100 ml, 0-2% aq. rhodamine 
NH, and water. Under u.v. light the bright ver- 
milion fluorescent spots were marked the damp 
paper. Clear separations were obtainable with 
each homologous series lauryl, myristyl, cetyl 
and stearyl derivatives. Benzyllauryldimethyl- 
ammonium, benzyldimethylmyristylammonium and 
benzylcetyldimethylammonium halides 
differentiated from the corresponding 
methylammonium and n-alkylpyridinium halides, 
but separation the stearyl derivatives poor. 
The values the -alkyltrimethylammonium 
and n-alkylpyridinium salts are almost identical. 
Detection 0-6 (0-2 the lower members) 
the quaternary base possible. values the 
salts used are quoted. 
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255. Determination 
kova (Res. Inst. Pharm. and Prague). 
Ceskosl. Farm., 1957, (6), 
B-methoxymethylacrylonitrile (I) reacts more 
readily with bromine than does its trans-isomer. 
This reaction was made use the determination 
the presence the trans-isomer and 
solved glacial acetic acid ml), then pyridine 
acetic acid, and mercury acetate 
acetic acid, ml) are added. The soln. 
mixed with 0-05 (10 acetic acid) and set 
aside for exactly min. sealed vessel. After 
addition soln. (20%, ml) and water (20 ml) 
the soln. titrated immediately with 0-5 
with starch indicator. The re-arrangement 
investigated this method. VOLKE 


2256. Determination thio-alcohols and thio- 
and Buzlanova (Moscow Univ.). Vestn. 
Moskov. Univ., 1957, (3), method 
depends the reaction RSH with vinyl cyanide 
which gives CH,(SR)CH,CN. The sample (0-05 
taining 1-1 vinyl cyanide ml, and 
The alkaline hydroxide thus formed titrated with 
HCl, mixture ten drops thymol- 
phthalein soln. and two drops alizarin yellow 
soln. being used indicator. With higher thio- 
alcohols the addition Na,SO, deferred for hr. 
The method accurate within the 
content. SMITH 


2257. Determination dithiocarbamate and 
thiuram disulphide groups. Roth and Beck 
(Badischen Anilin- Soda-Fabrik A.-G., Ludwigs- 
hafen, Germany). Acta, 1957, (6), 
boiling the sample with H,PO, and 
pyridine, CS, split off, and passed, with slow 
stream nitrogen, through wash-bottle containing 
acetate soln., into absorber containing 
methanolic KOH, where converted into xan- 
thate. After dilution with H,O and neutralisation 
with acetic acid, the xanthate the absorber 
titrated with 0-01 methanolic iodine the pres- 
ence and starch. Any arising from 
impurities present pptd. CdS the acetate, 
and can determined iodimetrically. The method 
accurate and suitable for the determination 
the purity analytical reagents and for the deter- 
mination any compounds that yield CS, under 
the prescribed conditions. BURGER 


2258. Detection esters phosphoric acid 
paper chromatograms. Macho (Endocrin. Inst., 
Acad. Sci., Bratislava, Czechoslovakia). Chem. 
Zvesti, 1957, (3), 175-177.—Dry the chromato- 
gram 80°, moisten with acid soln. molyb- 
date and heat for min. 85° hydrolyse the 
organic esters H,PO,. Then add freshly prepared 
sec. the presence esters blue spots 
appear. The method suitable for application 
biological materials. 


2259. New and improved analyses for tri-n-butyl 
phosphate. Allen and DeSesa (Raw 
Mat. Development Lab., Nat. Lead Co. Inc., 
Winchester, 1957, (10), 
88-98.—Two procedures are recommended. 
the first, dil. soln. (25 ml) tri-n-butyl phosphate 
Amsco diluent was extracted with 10% 
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(w/v) Na,CO, soln. remove inorganic 
Water (100ml) was added aliquot the 
organic phase which was then titrated with standard 
NaOH soln. The content was calculated 
means factor derived from similar series 
operations standard soln. The ratio HNO, 
second procedure, the soln. (25 ml) was shaken for 
min. with saturated soln. ml) 
10% the extinction the extracted soln. 
was measured For soln. containing 
measured. The concn. was derived from 
calibration curve. HUNTER 


2260. Colorimetric determination carbon di- 
sulphide benzene. Yasui and Hiroshi 
Suzuki (Nagoya Plant, Toa Gosei Chem. Ind. 
Ltd., Minato-ku, Nagoya). Chem. Soc. Japan, 
Pure Sect., 1957, (7), 945-950.—The max. 
obtained the National Benzene Association’s 
method Specification for Benzene and 
Applied 1950, 135), shifts towards the 
long wavelength region, approaching 
the use glacial acetic acid place ethanol, 
however, the absorption max. constant 430 
ditference extinction was observed between 15° 
and 25°. The working curve linear for 
The influence unsaturated compounds 
was examined, and was found that treatment with 
H,SO, removed all such compounds, without 
affecting the result for the 
sample (25 ml) with H,SO, (10 ml) for5 min. Take 
portion from the benzene layer, and shake 
vigorously with diethylamine ml). Add 
0-03°, acetate soln. (in mixture glacial 
acetic acid and benzene, and dilute with 
glacial acetic acid and benzene 
Keep dark place for min. and measure the 


2261. Fractionation certain aromatic hydro- 
carbons with molecular-sieve adsorbents. 
Mair and Shamaiengar (Chem. Petroleum Res. 
Lab., Carnegie Inst. Technol., Pittsburgh, Pa., 
Anal. Chem., 1958, (2), 276-279.—By 
the use molecular-sieve adsorbents having pore 
the C,, range have been separated according 
the shape and size the molecule. The mixture 
introduced into column the adsorbent, which 
then eluted with The adsorbed 
material recovered desorption with ethanol 
75°, the column wetted and the material 
desorbed with super-heated steam 175° 220°. 
Experimental conditions must standardised, and 
suitable apparatus and procedure are described. 
Results are given for six pure hydrocarbons, and 
for aromatic petroleum fractions consisting 
mono-, di- and tri-nuclear aromatics, respectively, 
each the petroleum fractions, means the 
two adsorbents mentioned, being separated into 
three portions. Large changes refractive index 
density were not observed, the fractions con- 
tain the same types molecule, but the fractiona- 
tion produced large changes viscosity, where the 


that the procedure can best applied late 
stage the systematic separation petroleum 


fractions, 
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2262. Separation mixtures diphenyl, cyclo- 
hexylbenzene and dicyclohexyl vapour-phase 
and Waterman (Univ. Chem. Engng, 
Delft, Inst. Petrol., 1957, 48, 
291.—The separation effected quant. gas 
liquid partition chromatography 180° and 190°, 
ground firebrick and silicone 702 Celite. 
These columns are stable for hr.; approx. 
known vol. benzene added all mixtures; 
the carrier gas Calibration and quant. 
interpretation the chromatograms are described. 
The accuracy 1%. correlating the correc- 
tion factors with those for naphthalene, tetralin 
and decalin (cf. Soemantri and Waterman, /bid., 
1957, 48, 94), quant. separation six-component 


2263. new chromatographic method for the 
separation aromatic heterocyclic polycyclic 
compounds. Buu-Hoi and Jacquignon 
(Inst. Radium, Paris). Experientia, 
1957, (9), 375-376.—This technique makes use 
the affinity aromatic and heterocyclic poly- 
cyclic compounds towards anhydrides and imides 
tetrahalogenophthalic acids. The compounds 
separated light petroleum cyclohexane 
soln. are passed down column the finely 
powdered phthalic acid derivative. The molecular 
complex (1:1) highly coloured and stable. 
tion the adsorbed compound carried out 
alkaline pH. The method has been used separate 
20-methylcholanthrene and pyrene 
hydrogenated derivatives and useful 
separation small amounts carcinogenic hydro- 
carbons present biological material. 

NICHOLLS 


2264. Analysis total aromatic content (of 
hydrocarbon mixtures) infra-red spectroscopy. 
Morcillo and (Inst. Quim. Fisica 
Madrid). An. Real Soc. 
Esp. Fis. Quim., 1957, (9-10), 589-596.— 
Infra-red absorption bands the 2000 1800 
region are used for the rapid determination total 
aromatics complex hydrocarbon mixtures 
b.p. Optical densities samples (without 
previous distillation) are measured 1957, 1940, 
1915 and with absolute error 
+4%, obtained comparison with standard 
tables. 


2265. Simple rapid method for determining di- 
cyclopentadiene. Ritter and Gude (Rhein- 
elbe Bergbau A.-G., Gelsenkirchen, Germany). 
BrennstChemie, 1957, (11-12), 
process depends the liberation from 
addition compound dicyclopentadiene (I) and 
phenyl azide (II) the action glacial acetic 
acid. The sample, containing 0-15 
weighed into flask and heated under 
reflux steam bath with moles per mole 
for min. The condenser then replaced 
ground stopper carrying burette and gas-outlet 
tube. After cooling the product, glacial acetic 
acid dioxan (1:1) run from the burette and 
magnetic stirrer operated until reaction com- 
plete. The evolved drawn off through 
jacketed packed U-tube, which has just previously 
been flooded with xylene, into jacketed gas 
burette where measured, saturated with xylene, 
over aq. Na,SO, soln. (20%) containing (by 
vol.) The washing with xylene 
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remove unknown vapours. Tests mixtures 
known content (15 99%) show relative errors 
+1-6 —1-2%. When only little present 
(e.g., light oil fractions) longer reaction time and 
more (molar ratio 25) are used, and before de- 
composing the adduct with acid most the reagents 
are distilled off under vacuum. Samples containing 
relative error —2-9%. The sample 
should contain monomeric cyclopentadiene. 
The trimer and higher polymers also liberate 
PEARSON 


2266. Quantitative analysis ultra-violet spectro- 
photometry. The stilbene system. 
Moshe Ish-Shalom, Fitzpatrick and Orchin 
(Univ. Cincinnati, Ohio, U.S.A.). Chem. 
Educ., 1957, (10), methods 
quant. analysis two components u.v. spectro- 
photometry are described, viz, (a) the simultaneous 
equation method for determination actual concn. 
components, (b) interpolation method for actual 
total concn. known, and (c) absorbance 
ratio method for relative concn. Methods (a) and 
(c) are applied the determination the composi- 
tions mixtures cis- and trans-stilbene and the 
results are compared. WHITTON 


2267. Determination salicylaldehyde, salicylic 
acid and salicylic esters means fluorescence. 
Simonyi and Tokar (United Pharm. and Food- 
stuffs Factory, Budapest). Magyar Kém. Foly., 
1957, (8), quant. determination 
salicylaldehyde (I), salicylic acid (II) and salicylic 


esters based the fluorescent complex produced 
with aluminium chloroisopropionate ethanol. 
ethanolic soln. containing 


(IV) into dry, graduated test-tube. 
Add soln. III ethanol ml) and dilute 
with ethanol. For keep the soln. 
room temp. for min.; for II, for min. room 
temp. for min. 70° 75°, and, for IV, for 
min. room temp. Then transfer the soln. 
tube diam. and measure the fluorescence 
fluorimeter attached Pulfrich photometer. 
Prepare the blank diluting the soln. III and 
also the unknown probable limit 
error The method can used for 
determining traces the presence acetyl- 


2268. Quantitative determination 
(Tech. High School, Prague). Chem. 
1957, (10), method for the deter- 
mination the total amount nitroacetophenone 
after oxidation ethylnitrobenzene been 
modified and tested. 
Stir for min., acidify with H,SO, 
(50 ml) and titrate with 0-1 


2269. Contribution the analytical technique for 
[the determination chlorogenic and caffeic acids. 
Rauscher and Voigt. 
1957, (4), 647-656.—From soln. containing caffeic 
acid (I) and chlorogenic acid (II), first isolated 
extraction with ether from the acidified soln.; 
the can then conveniently isolated adsorp- 
tion Wofatit L150, and elution with NaOH 
(preferably) with dil. H,SO,. The 
isolated and can determined separately 
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iodimetric titration according Slotta and Neisser 
(Ber. dtsch. chem. Ges., 1938, 71, 1616) with 
error The partial decomposition 
into and quinic acid which occurs during elution 
with NaOH does not affect the accuracy the 
results, the iodimetric titration values and 
are identical, whilst quinic acid does not react 
with iodine under the conditions the titration. 
ARUP 


iron) dicarboxylic acid presence 
ferrocene monocarboxylic acid infra-red spectro- 
scopy. Wolfarth (Mat. Lab., Wright-Patterson 
Air Force Base, Ohio, U.S.A.). Anal. Chem., 
1958, (2), method based the 
potassium bromide disc technique and accurate 


2271. Determination dimethyl phenylmalonate 
presence dimethyl ethylphenylmalonate. 
and BudéSinsky (Res. Inst. Pharm. 
and Biochem., Prague). Farm., 1957, 
(10), method based the different 
rates alkaline hydrolysis the two compounds 
28% ethanol. The sample (200 
dissolved ethanol and saponified with 
stirring. excess NaOH back-titrated with 
H,SO, (phenolphthalein). table given 
for the conversion 0-1 NaOH consumed the 
content phenylmalonate. The error 
>+2% 


2272. Studies chromatostrips. VIII. Separation 
and identification aromatic nitrogen compounds 
with chromatostrip. Tohru Furukawa (Fukuyama 
Coll. Education, Hiroshima Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (8), 
1187.—Various (38) aromatic nitrogen compounds 
were developed with mixture hexane and ethyl 
acetate (1:1, v/v) benzene and diethyl ether 
(17:3) chromatostrip prepared from silica gel 
and gypsum (Kircha al., Anal. Chem., 1951, 
23, 420). For the detection the spots, the strip 
either wetted with mixture KOH soln. 
and acetone (2:1) and heated, wetted with 10% 
soln. conc. heated, then wetted with 
mixture H,SO, and HNO, (1:1) and heated. 
Acid basic compounds show long tailing 
development, but basic substances can satis- 
factorily developed with mixture benzene and 
pyridine (1:1). The values obtained the three 
developers are given. 


2273. Separation and identification the re- 
arrangement products hydrazobenzene. 
and Petranek (Res. Inst. Org. 
Synth., Pardubice-Rybitvi, Czechoslovakia). Chem. 
Listy, 1957, (9), 1690-1692.—The reaction 
hydrazobenzene with HCl (without the use 
solvent) was studied and the following products 
were diphenyline, o-benzidine, 
o-semidine, azobenzene and aniline. 
The products were isolated with the use adsorp- 
tion chromatography and identified 
the use X-ray methods, well the prepara- 
tion characteristic derivatives. 


2274. Detection nitroso compounds. 
and PungerSek (Fac. Pharm., 
Univ. Zagreb, Yugoslavia). Bull. Sci. Yougo- 
slavia, 1957, (4), 104-105 (in English).—Nitroso 
compounds can detected their reaction with 
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Abstr. 
the presence HgCl,, give the 
green purple One drop each 
acetate buffer (pH 4-1 4-4), freshly prepared 
sample soln. are mixed spot plate; the max. 
colour appears after warming for few minutes 
below 60°. Limits detection (in and colours 
obtained for the following nitroso compounds are— 
nitrosobenzene, violet; 0-02, 
dirty violet; 0-04, green; 
diethyl-p-nitrosoaniline, 0-08, green; 
N-methyl-p-nitrosoaniline, 0-08, green. 
DENSHAM 


and infra-red spectroscopy. 
Akiyoshi Ito (Osaka Municipal Ind. Res. Inst., 
Kitaogi-machi, Kita-ku). Chem. Soc. Japan, 
Ind. Chem. Sect., 1957, (8), 
mixture these sodium salts submitted 
spectroscopy the potassium 
method. The working curves prepared 12-48 and 
13-00 (both for the l-acid), and 13-53 and 12-07 
(both for the 2-acid) are linear for <0-6% each 
acid KBr. This method applicable the 
analysis sulphonation products naphthalene. 


2276. Determination alkylpyridines infra-red 
spectroscopy. Rapid methods analysis. 
Bohon, Isaac, Hoftiezer and Zellner 
(Anderson Phys. Lab., 609 Sixth St., Champaign, 
Anal. Chem., 1958, (2), 245-251.— 
The development described methods which, 
eliminating certain steps the analysis, are 
claimed rapid, flexible, reproducible and suffi- 
ciently accurate for most purposes. The KBr 
region (15 and the NaCl region were found 
useful. developing method, the spectrum 
scanned, the impurity bands are noted, and the 
most promising bands, having regard such 
factors impurity interference, adherence Beer’s 
law, The use solvents avoided, 
except when the most useful band very strong, 
and solvent necessary avoid the use cells 
<0-02 length. Suitable solvents and the 
drying samples are discussed. Correction for 
absorbed H,O and the presence impurities 
made base-line technique measuring 
and the authors’ “hump hump” method 
described. Data are given for several reference 
substances, and absorption bands are listed for 
compounds. Methods analysis are detailed for 
and 4-picoline, sym.-collidine, 
5-ethyl-2-picoline and 3-ethyl-4-picoline. Colour 
due ageing has effect, but pick-up atmos- 
pheric H,O can serious, causing slight changes 
cell-length the etching the cell windows. 
This can detected and measured means 
deviations from calibration curve, and dealt with 
samples. Samples measured the KBr region 


must absolutely dry, because the high spectral 
absorption H,O that region, and its deleterious 


effect the cell windows. 


9077 


2277. Chromatographic detection and estimation 
fusaric acid. Lakshminarayanan and 
Subramanian (Univ. Botany Lab., Madras, India). 
Experientia, 1957, (9), acid 
(5-butylpicolinic acid) chromatographed its 
copper chelate paper discs, with n-butanol 
acetic acid water solvent. The acid detected 
treatment with dithio-oxamide and NH, vapour. 
The plot thickness the band (mm) against log 
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fusaric acid wt. linear over the range 
Determination the compound dialysed 
culture filtrates Fusarium vasinfectum Atk. gives 
recovery. The method possible only 
the absence interfering metabolites, but 
these may removed the use different 
solvents. NICHOLLS 
2278. The determination olefin and aromatic 
content the indicator adsorption 
process. DIN Kohle, 1957, 
(7), 453-455.—This process applicable hydro- 
carbon mixtures max. boiling-point 315°. The 
hydrocarbon under test washed with ethanol 
through column containing activated silica gel, 
section which blended with mixture fluor- 
escent dyes. The various hydrocarbon groupings 
are then separated the column according their 
adsorption affinities, the boundaries each zone 
being readily distinguished under u.v. light and the 
length each section expressed percentage 
volume. Fuels containing significant quantities 
groups should either tested —30° 
—40° have these groups removed fractiona- 
tion. Additions ethanol must removed 
previously and dark compounds pre-distilled. 
Additives such inhibitors, dyes and anti-knock 
agents not affect the determination. 


2279. Hydrocarbon mixture analysis technique. 
II. Development rapid analysis method. 
and Tischendorf Zeitz, 
Zeitz, Germany). Kohle, 1957, (7), 
has been observed that relationship 
between refractive index and density character- 
istic given structure group and molecular weight. 
These constants, based data obtained analysis, 
have been assembled mathematical tables and 
provide rapid means characterising hydro- 
carbon mixtures sampled during the TTH process. 
(See also Anal. Abstr., 1958, 


2280. Gas chromatography. Effect type and 
amount solvent analysis saturated hydro- 
carbons. Eggertsen and Knight (Shell 
Anal. Chem., 1958, (1), study the 
effects type and amount solvent selectivity 
and separating efficiency for saturates 
presented. The results illustrate the use ad- 
sorption effects the support variable gas- 
chromatographic separations and, because these 
effects, the separations obtained with liquid-modified 
solids (up few per cent. liquid) depend the 
amount well the type supported liquid. 
altering the amount liquid, the positions 
certain saturates the column, particularly 
naphthenes, can changed will, and order 
resolve given mixture there optimum amount 
any given liquid which will yield max. number 
separate peaks. The most retentive solvents for 
naphthenes vs. paraffins were ethanediol and 


2281. Determination pyrrolic nitrogen 
petroleum distillates. Muhs and Weiss 
(Shell Development Co., Emeryville, Calif., U.S.A.). 
Anal. Chem., 1958, (2), pyrrolic 
compounds condense with 
violet colour, which measured spectrophoto- 
metrically. Carbazole compounds not respond, 
and therefore defined the 
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nitrogen present the rings pyrrole, indole and 
their homologues. The sample added 
chromatographic column Florisil, which eluted 
first with remove interfering olefins, 
then with benzene The benzene eluates are 
acetic acid, the acid layer made 100 with 
acetic acid, and the absorbance read six 
wavelengths. The pyrrolic nitrogen (p.p.m.) 
calculated for each wavelength and the results are 
averaged. indole the presence 
various amounts substances are tabulated. 
Interfering non-hydrocarbons (thiols, phenols and 
amines) should removed acid base extrac- 
tion. The method has been successfully applied 
petrol, jet fuels, etc. 


2282. Identification reclaimed oils statistical 
discrimination infra-red absorption data. 
Ungar and Trozzolo (Armour Research 
Foundation Inst. Technol., Chicago, 
Anal. Chem., 1958, (2), 187-191.—A 
statistical function i.r. absorbances wave- 
lengths used discriminator between virgin 
and reclaimed lubricating oils. this method 
the samples known reclaimed oils were 


2283. Determination arsenic hydrocarbon 
reforming catalysts neutron activation. 
Shipman and Milner (Res. and Development 
Lab., Socony Mobil Oil Co., Inc., Paulsboro, 
Anal. Chem., 1958, (2), 
irradiation the sample, radio-arsenic separated 
chemically distillation the pentabromide with 
inactive arsenic carrier and isolated ele- 
mentary arsenic. The method can used 
concn. p.p.m. and the error about 10°, 
the amount present. Interferences are negligible. 


2284. Process control methods the chlorination 
benzene. Troupe and Golner (North- 
eastern Univ., Boston, Mass., U.S.A.). Anal. 
Chem., 1958, (1), rapid, simple and 
accurate method for the analysis reaction mix- 
tures chlorinated benzene based density 
measurements; density product distribution 
chart prepared for each chlorination system. 
The density synthetic mixtures gave average 
deviation from the density the corresponding 
reactor sample the maximum deviation 
being chromatography was 
used primary standard and was found 
accurate qual. and quant. method for analysing 
these mixtures. Cook 


2285. method for the determination carbonate 
carbon dioxide coal. Bawa (B.R.K. Coal 
Survey Station, Namkum, Ranchi). 
Chem., India, 1957, (4), simple 
gravimetric method and apparatus (illustrated) 
are described. The results are highly accurate 
and single determination takes min. 
Results with pure Iceland spar and with 
samples coal containing CO, the range 0-1 
are compared with determinations 
Beet’s pressometric method. 


2286. volumetric method for the determination 
Banerjee (Central Fuel Res. Inst., 
Instn Chem., India, 1957, (4), 
ppt. BaSO, dissolved excess standard 
ammoniacal soln. EDTA (disodium salt), and the 
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excess titrated against MgCl, soln. ZnSO, 
soln., with Eriochrome black indicator. Nitric 
acid, which normally produced the extent 
ing interferes. Part escapes during 
boiling with and the portion left has adverse 
effect. Results are compared with those from the 


2287. Estimation phosphorus coal and coke. 
(Central Fuel Res. Inst., Jealgora, Bihar, India). 
Instn Chem., India, 1957, (6), 302-306.—Meth- 
ods determining total coke and coal were 
examined investigation the possible loss 
volatilisation. Samples containing 0-01 
were analysed (a) the B.S.I. method, 
combustion pressure oxygen bomb, (c) wet 
oxidation coal conc. HNO, and and 
(d) incineration low temp. the presence 
added lime. The final determination 
(c) and (d) was made gravimetrically the am- 
monium molybdate method. Methods (c) and 
(d) gave higher percentage than did (a), but, 
whilst results from (b) and (c) agree within 
results from (d) are somewhat lower. 
The extra found and (c) varies from 
66% the value found (a). estimates 
accuracy details interference other sub- 
stances are given. 


2288. Turbidimetric determination naphthalene 
Katell and Shale (All Bureau Mines, 
Morgantown, Va., U.S.A.). U.S. Bur. Mines, 


Rep. Invest. 5368, 1957, pp.—Three standard 
cu. ft. the naphthalene-containing gas (filtered, 


dust present) drawn from the duct means 
sampling tube the rate standard cu. ft. 
per hr. and bubbled through saturated 
aq. soln. picric acid (containing crystals picric 
acid) 4°. dispersing agent (e.g., 0-1 
Santomerse-S) added and the flask, closed 
prevent loss naphthalene volatilisation, 
heated and maintained 35° for min. The 
soln. then cooled 25°, the optical density 
600 measured with spectrophotometer 
other instrument, and the naphthalene concn. 
read from calibration curve. The first 
naphthalene absorbed the picric acid soln. 
produces turbidity because the solubility 
naphthalene picrate per litre). 
concn. naphthalene 0-13 grain per 100 cu. ft. 
added the soln. 4°, before after passage 
the gas stream, and the concn. naphthalene 
read from special calibration curve. For the 
preparation this curve, more less than cu. ft. 
gas can used, but the amount naphthalene 
the picric acid soln. should 0-5 
this method few hundredths naphtha- 
lene can detected readily cu. ft. gas and 
the determination can completed min. 
after absorption. Seven tests under the same con- 
ditions (0-8 grain naphthalene 100 cu. ft. 
gas p.p.m. vol.) gave standard deviation 


2289. The determination naphthalene town 
gas the picrate method. The dissociation 
naphthalene picrate. Mott and Moulson 
(Brit. Coke Res. Ass., Grosvenor St., London). 
Appl. Chem., 1957, (10), reaction 
between naphthalene and picric acid 
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The low yields obtained when naphthalene picrate 
pptd. passing coal gas containing naphthalene 
through picric acid soln. are accounted for the 
equation derived which enables these losses 
calculated under various conditions temp. and 
concn, 

II. The indene correction. Mott and 
lene and other hydrocarbons, including indene, are 
isolated from coal gas solid picrates. deter- 
mine the indene content, the mixed picrates are 
dissolved acetone, decomposed the addition 
water, and titrated with NaOH 
bromothymol blue end-point. Glacial acetic acid 
added, followed Wijs’ soln., which reacts with 
indene but not naphthalene. After min., 
soln. added and the liberated iodine titrated 

Miscellaneous observations. Mott 
and Moulson. 1957, (10), 
Several aspects the B.C.R.A. method are dis- 
cussed, including the rate flow gas through the 
apparatus, and the duration the period collec- 
tion the naphthalene picrate. detailed 
comparison the Ruhrgas and B.C.R.A. methods 


2290. Determination phenol gasworks 
anorg.-chem. Technol. anal. Chem., Tech. 
Hochschule, Graz, Austria). 1957, 
effluent (50 ml) shaken 
for min. with butyl acetate (b.p. 124° 
126°) and allowed separate. Sulphides and 
thiols are pptd., without co-pptn. phenols, 
dissolved aq. NH, and made 
100 ml) and shaking after each addition, until the 
aq. phase remains blue. The contents the separ- 
ating funnel are sucked through sintered glass 
filter and allowed separate another funnel, 
whence the aq. phase withdrawn for second 
extraction. The combined extracts are shaken with 
aq. NaOH and the aq. phenoxide 
soln, are made 500ml. Two portions 
are transferred glass-stoppered flasks, and 
aq. (1:3) are added successively and the 
reaction allowed proceed the dark for hr. 
After rinsing down the stopper avoid loss Br, 
titrated from semi-micro burette with 
previously standardised against the 0-1 
the final stage the titration, starch 
soln. added, and shaking necessary ensure 
that iodine occluded the bromophenol crystals has 
reacted. nml Na,S,O, used, the 
per litre. Tests with soln. containing 0-25 
phenol per litre showed differences usually <15 
per litre. PEARSON 


2291. Spectral absorption asphaltic materials. 
Schweyer (Dept. Chem. Engng, Univ. 
Florida, Gainesville, U.S.A.). Anal. Chem., 1958, 
(2), and infra-red absorp- 
tion spectra are given for several asphalts and their 
components. For u.v. absorptions, 0-02% asphalt 
soln. n-butanol (3:17) were measured 
cells. Results obtained different opera- 
tors with different instruments 
reproducible. the i.r. spectra, wavelengths 
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cells; for longer wavelengths, thin films (0-1 mm) 
were used. The results from soln. are relatively 
comparable, but doubtful they can com- 
pared with the thin-film data. The significance 
high and low absorbance various wavelengths 
discussed. These results not appear show that 
asphalts their gross fractions can characterised 
spectral absorption, but suggested that 
studies closer fractions, separated chromato- 
graphy other means, may more fruitful. 


2292. Colorimetric method for determining di- 
aldehyde content periodate-oxidised starch. 
Wise and Mehltretter (N. Util. Res. 
Development Div., U.S. Dept. Agric., Peoria, 
Chem., 1958, (2), 174-175.—A 
p-nitrophenylhydrazone the oxystarch pptd. 
from aq. soln., dissolved ethanol and determined 
spectrophotometrically. For 
dialdehyde unit per 100 repeating units, 
dissolve sample equiv. 0-25 oxy- 
starch water with the aid heat, add 
glacial acetic acid), heat for hr., cool, 
add 0-4 filter aid, filter fritted glass funnel, 
and wash twice with acetic acid and 
twice with water Dissolve the ppt. from 
the funnel hot ethanol, cool, make 
250 with ethanol and measure the absorbance 
445 against blank prepared from pure 
starch processed above. For samples containing 
dialdehyde unit per 100 repeating units, the 
azine soln. and diluting the final ethanol soln. 
100 for measurement. Colours are compared 
with known standards, which, Beer’s law not 
strictly obeyed, should approx. the same 
absorbance the unknown. Results agree well 
with those obtained four other methods, and 


2293. Colorimetric determination citral with 
(Lab. voor Farmac. Galenische Farm. der 
Rijksuniv., Groningen, Holland). Pharm. Weekbl., 
1957, (21), 729-733.—An ethanolic soln. 
containing 1-6 citral) mixed 20° with 
Spectrophotometric measurements are carried out 
min. after mixing, 0-5-cm cell 537 ona 
band-width Blanks must freshly 
prepared. The calibration graph linear. Results 
for citral lemon-grass and lemon oil are good 
agreement with those obtained the hydroxyl- 
amine hydrochloride method. ARUP 


2294. Polarographic deter- 
mination citral, pseudoionone, 
ionone, and the aldehyde Ci4. (Evaluation inter- 
mediates the synthesis vitamin from citral.) 
and Bacik (Res. Inst. Pharm. and Biochem., 
Farm., 1957, (5), 241-249.— 
Polarography and u.v. and i.r. absorption spectro- 
graphy were used for these quant. determinations. 
Polarographic maxima had removed the 
addition gelatin Ethanol water mix- 
tures (40°, ethanol) with 0-06 sup- 
porting electrolyte served solvent for the 
polarographic determination citral, 
ionone and The aldehyde was 
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determined acetate buffer (pH 40°, 
determined aldehyde C,, (borate buffer 7-6, 
50°, ethanol, derivative 
reliably determined the presence citral and 
graphy must used (the band). The 
absorption spectra the compounds were studied, 
and bands suitable for analysis are indicated. 


Studies bivalent chromium salts. 
Reduction dyestuffs with chromous sulphate. 
Tandon and Mehrotra (B. Coll., Agra, 
India). anal. Chem., 1957, 158 (3), (in 
English).—Many dyestuffs which yield leuco com- 
pounds can titrated with CrSO,. The results 
are good agreement with those obtained titra- 
tion with TiCl, and the reduction more rapid. 
The sample boiled with tartrate and CO, 
bubbled through before titration. The addition 
ethanol advantageous because prevents some 
dyestuffs adhering the walls the flask. 
BURGER 

2296. Analytical evaluation indigosol dyes. 
Matrka, Navratil and Filipi (Res. Inst. Org. 
Synth., Pardubice-Rybitvi, Czechoslovakia). Chem. 
1957, (7), 343-347.—A simple potentio- 
metric titration method described for the deter- 
mination indigosol dyes, which based the 
the sample 
warm (60°) and titrate with soln. the 
oxidising agent, with stirring. 


2295 


2297. The permanganate consumption pulp 
materials. Development basic procedure. 
The KAPPA number. The relationship 
the KAPPA number the lignin content pulp 
materials. Tasman and Berzins. TAPPI, 
1957, (9), single specific permang- 
anate value procedure suitable for the complete 
range pulp materials was devised from the basic 
TAPPI method. correction (the KAPPA 
correction) needed for the effect 
concn. the permanganate value. Linear rela- 
tionship was established between the KAPPA 
permanganate value and the lignin content the 


2298. Determination poly(ethyl esters) 
methyl methacrylate copolymers. Haslam, 
Hamilton and Ltd., Plastics Div., 
Welwyn Garden City, England). 1958, 
83, column for gas liquid chromato- 
graphy was 6-ft. U-tube packed with 30% 
mixture sebacate Celite 545 and was 
calibrated with soln. n-heptane dichloro- 
methane (0-005 per ml) and 
amounts methyl and ethyl iodides were added 
and from the chromatogram the ratios the peak 
height methyl iodide that 0-005 
dichloromethane (a), and the peak height ethyl 
(b) were measured, and from them the calibration 
graph was constructed. The sample copolymer 
was boiled reaction flask containing phenol and 
HI, and the evolved iodides were absorbed 
solid CO, and methanol When reaction 
was complete, amount the n-heptane 
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containing the internal standards was added that 
the the standards was that the calibra- 
tion soln. The mixture was then subjected gas 
liquid chromatography and the ratios and 
(supra) were determined means the calibration 
graph. The percentage poly(ethyl ester) was 
determined from the the two iodides. 


2299. Chemical investigation aqueous solutions 
(Plastics Inst., Vienna). Mitt. chem. Forsch. 
Wirtsch. Ost., 1957, (5), 141-146.—A scheme 
analysis and individual confirmatory tests are given 
for albumin, alginic acid, casein, dextrin, sol. 
formaldehyde gelatin, methyl- 
cellulose, pectin, poly(acrylic acid), poly(vinyl 
alcohol), poly(vinyl methyl ether), 
methylcellulose and tragacanth. 


2300. Determination mercury catalysts used 
vinyl chloride production. Singliar and 
(Res. Inst. Acetylene Chem., Novaky, 
Czechoslovakia). Chem. Zvesti, 1957, (7), 
417.—Mercury salts are extracted from activated 
charcoal with aqua regia and and determined 
gravimetrically HgS. the 
finely powdered sample activated charcoal 
(2-5 and wash with small vol. H,O into 
Erlenmeyer flask. Add aqua regia (30 
ml) and heat for hr. under reflux. Nitrogen 
oxides must removed with stream air. Add 
ml) and heat for hr. Wash the 
condenser with H,O, filter the soln., and wash the 
charcoal the filter with H,O 
tate the with dissolve the ppt. Na,S 
soln., filter off and heat the filtrate with 


excess NH,NO, till all the HgS pptd. 


2301. Quantitative chromatography phenols 
and its application the analysis phenolic resins. 


Hudetek and Beranova (Forschungsinst. 
fiir Syn. Harze, Pardubice, Czechoslovakia). Plaste 
Kautsch., 1957, 88-90.—Phenols and cresols 
novolaks and resoles are determined paper 
chromatography. The resins (10%) ethanol 
are applied filter-paper, developed with 
hexane ethanol (35:15:1, vol.), the 
spots are made visible with diazotised p-nitroaniline, 
and the areas compared with those from standard 
phenol soln. Results are reproducible 
they are good agreement with those from 
bromimetric method for the novolaks, but give 
results about 20°, higher for the resoles. 


2302. Determination free maleic anhydride 
polyester resins. Miejnek (Res. Inst. Cables 
and Insulators, Bratislava, Czechoslovakia). Chem. 
Zvesti, 1957, (7), Dissolve 
the sample (0-3 anhyd. acetone and add 
anhyd. acetone, mix, and measure the extinction 
intervals, with the use blue filter. 
From five measured values determine graphically 
the extinction for zero time and compare with 
calibration curve. acid, quinol, styrene and 
castor oil not interfere. Benzoyl peroxide must 
absent. The error (in the presence 


2303. Determination epoxides. Anon. Prakt. 
Chem., 1957, (6), 172.—A method described for 
determining epoxides unsaturated fatty acids 
and drying oils, which the addition 
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oxides oleic and similar acids effected the 
use pure dioxan solvent, instead ether. 
suitable mixture, which should freshly pre- 
pared before use, 100 dioxan with 1-5 
conc. HCl. Although alcoholic suit- 
able, there danger esterification -COOH 
groups are present the material under examina- 
the weighed sample (~0-1 g), set aside for min., 
then add neutral ethanol containing 
drops alcoholic phenolphthalein soln. and 
titrate with 0-1 NaOH. blank run, without 
weighing, and the acidity the sample deter- 
mined. Let the titration value, the blank 
value, the acidity the sample, all terms 
alkali, the weight pure epoxide equiv. 
sample used, then the percentage pure epoxide 


2304. Detection modified unsaturated oils. 
Winterscheidt. 1956, 82, 
methods are described for 
stand oils, blown oils and factices further modified 
epoxylation styrenation. The content 
epoxy groups determined dissolving the 
propyl alcohol and potentiometrically back-titrating 
the excess Cl- with 0-1N AgNO,. The sap. 
value determined the usual methods. The 
presence hydroxyl groups the fatty acids from 
epoxy esters can determined acetylation with 
acetic anhydride pyridine saponification 
the epoxy ester. Styrenated oils are separated 
from non-styrenated oils and components low 
degree styrenation dissolving benzene and 
precipitating with ethanol. The sap. 
value determined and the acids are liberated from 
the ppt. and after separation their acid values and 
mol. wt. are determined. CHEM. ABSTR. 


2305. improved method for determination 
percentage non-volatile coating materials. 
Makower and Garlock. Nat. Paint 
Lacq. Ass., 1957, 775, pp.—Place 2-5 3-5 
dry granulated zinc (20 mesh) 60-mm 
flat-bottom aluminium dish. Heat for min. 
infra-red oven, cool and weigh. Weigh 0-5 
sample into the dish, add toluene, 
shake disperse, and heat for min. the infra- 
red oven. Cool and weigh. Results show that 
higher recoveries are obtained this method than 
either the ASTM D-215 the Federal TT-P-1416 
method. WHITTON 


2306. Chromatographic identification fatty 
acids obtained varnish analysis. Lichthardt 
(Inst. Giessen, Germany). 
Farbe Lack, 1957, 68, reversed-phase 
filter-paper technique for the identification the 
higher fatty acids described. The paper pre- 
treated with acetic acid undecane, and 96% aq. 
acetic acid saturated with undecane used the 
developing solvent. Numerous examples are des- 
cribed the separation the fatty acids from 
linseed, soya, dehydrated castor, tung and oiticica 
oils, etc. method for the separation the acids 
obtained saponification poly(vinyl acetate) 
poly(vinyl propionate) mixtures described. 

2307. Determination polyisobutylene rubber 


products. Kress (Firestone Tire Rubber Co., 
Akron, Ohio, Anal. Chem., 1958, (2), 
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material homogenised and sheeted, 
and sample extracted with boiling acetone. 
The sample then cut up, and natural and styrene 
butadiene polymers are destroyed treatment with 
conc. HNO, room temp. till frothing has 
acid and digestion hot-plate 100° 130° 
for hr. The dispersed material filtered through 
asbestos and Celite, and washed with HNO, and 
hot water. The filter-mass dried with ethanol, 
under reflux for hr. with 200 light 
petroleum (1:1) and hydro- 
peroxide. The soln. filtered through paper and 
Celite, and washed, and the filtrate and washings 
are evaporated 4ml. The polymer 
coagulated boiling for min. with 
ethanol. After cooling, the ethanol decanted, 
the polymer washed with acetone, dried 
110° for hr. and weighed. The recovery 
polymer) concn. from sample weight, 
falling 90% for concn. much below The 
procedure useful for determining contamination 
butadiene natural tyre stocks. 


2308. Polarographic determination dibutyl 


phthalate, diphenylamine and dinitrotoluene 
propellents. Sourd. Mém. 1956, 


determination dibutyl phthalate 
(I), dinitrotoluene (II) and diphenylamine (III) 
occurring impurities propellents discussed. 
reduces the dropping mercury electrode 
the range 6-5 cannot determined 
directly because the height the wave given 
the nitro groups. The wave suppressed 
hydrogenation (2°, Al,O,) form the 
corresponding diamine (IV), which not reducible 
polarographically. Simultaneous diazotisation 
and nitrosation III followed polarographic 
reduction the products allow successive waves 
traced, the heights which are proportional 
the III and concn. ABSTR. 


See also Determination citric 
acid. 2401, Colorimetric determination formic 
esters. 2440, Columns for liquid chromato- 
graphy hydrocarbons. 2441, Automatic recording 
gas-chromatographic analyses. 


INCLUDING DRUGS, FOOD, 
SANITATION, AGRICULTURE 


Blood, Bile, Urine, etc. 


2309. The determination tritium 
Anon. (Operations Branch, Windscale, Cumb.). 
U.K. Atomic Energy Authority. Industrial Group. 
Rep. IGO-AM/W-112, 1958, con- 
taining generated the action the urine 
upon CaC, and passed through ionisation cham- 
ber; the resulting ionisation current measured 
and comparison with mixtures known 
content the the urine calculated per ml. 
The limit detection 0-01 per and the 
concn. range 0-01 100 per 


2310. Neutron activation analysis sodium 
blood serum. Spencer, Mitchell and 
King (U.S. Naval Med. Sch., Bethesda, Md., 
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Lab. Clin. Med., 1957, (4), 646-652. 
—The dried solids from serum are irrad- 
iated flux about 2-5 neutrons per 
per sec. for hr. suitable reactor. The 
emission induced measured hr. later; after this 
period 99-6% the emission due Results 
for the sample are calculated the methods 
given comparison with standards treated the 
same time, and are good agreement with those 
obtained flame photometry. Modifications 
the method are described for the rapid estimation 
and for the fractionation serum into its 
component radio-anions and radio-cations. 
SHaw 


2311. Comment the estimation magnesium 
serum using Titan yellow. Baronand 
Bell (Royal Free Hosp., London). Clin. Path., 
1957, (3), 280.—The method Orange and 
Rhein (Brit. Abstr. 1951, 297) yields accurate and 
reproducible results which, contrary the findings 
Neill and Neely (Anal. Abstr., 1956, 3129), are 
independent the calcium concn. 


2312. Direct titration calcium blood serum. 
(N. Carolina Univ., Med. Sch., Chapel Hill, U.S.A.). 
Lab. Clin. Med., 1957, (3), 
calcium titrated directly with EDTA 13, 
with Calcon 
thol-4-sulphonic acid) indicator. Procedure— 
with water. Add two drops indicator 
titrate from micro-burette blue colour with 
EDTA (disodium salt) standardised against 
soln. prepared from pure Magnesium 
does not interfere the method, which gives results 
good agreement with those obtained con- 
ventional oxalate procedure. 


2313. The micro-determination iodine bio- 
logical material. Bode and Waldschmidt 
(Med. Univ. Klinik, Z., 1957, 
308 (5-6), determination iodine 
serum saliva destroying organic matter 
with CrO, and H,SO,, reduction with phosphorous 
acid, distillation into alkali and determination 
the iodide ion the distillate the catalytic effect 
the reduction ceric ions arsenous oxide 
subject error every stage the procedure. 
The cause these errors has been investigated and 
proposals made with regard quantities reagents 
used, etc., for diminishing them. Particular 
importance attached the running blanks, 
the use new filter S38E which has maximum 
transmission 380 and the determination 
the iodine recovery with claimed that 
0-2 iodine can determined with accuracy 
+5%. 


2314. Determination cyanides 
material. Munk and (Res. Inst. 
Food Technol., Prague). Ceskosl. Farm., 1957, 
acidification the sample 
5g) with H,SO,, the HCN steam-distilled 
into 0-01 and the resulting cyanides are 
determined colorimetrically. The cyanides are 
converted into cyanogen chloride reaction with 
chloramine and this yields polymethine dye 
with barbituric acid pyridine. The absorption 
measured and the colour intensity 
obeys Beer’s law for the concn. 0-005 0-6 per 
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2315. new method for quantitative determina- 
tion small amounts morphine human urine. 
(Copenhagen Univ., Denmark). 
Acta Pharm. Tox., Kbh., 1957, (1), 38-52.—In 
the method described, the sample (10 ml) treated 
with HCl ml) and the mixture, sealed 
ampoule, autoclaved 120° for min. The 
contents the ampoule are cooled, saturated with 
NaHCO, and extracted with mixture 
solvent extract evaporated dryness and the 
residue dissolved 100 methanol and 
applied successive quantities Whatman 
No. for chromatography. After 
equilibration for hr. the paper developed the 
descending technique with formic acid 
water (12:1:7) for hr. After drying, the 
outer portion the chromatogram cut off and 
morphine located with potassium iodoplatinate. 
The corresponding portion from the sample cut 
out, trimmed point and eluted with 300 
the eluate collected pipette placed 
contact with the point the paper. After 
added and the mixture set aside for min. 
Potassium hydroxide soln. w/v) 
and Tylose soln. (0-2 w/v) are added and 
the 4-nitrosomorphine determined polarographi- 
cally. Elimination interference other anal- 
gesics and alkaloids discussed. Morphine 
urine per ml) can determined with 

SHaw 


2316. Micro-determination quinine and quini- 
dine serum means the coloured compound 
formed with Rose bengal. Compt. 
Rend., 1957, 244 (23), proposed 


method suitable for determining concn. 


trichloroacetic acid shake and centrifuge. 
Adjust aliquot (10 ml) filtrate 11-7 with 
add Rose bengal soln. ml) and 
(3-5 ml). Allow stand for several hours, 
shaking times during this period. Measure 
necessary. Standards showed linear relation 
between the corrected reading 


2317. Colorimetric determination meprobamate 
biological fluids. Ludwig and Hoffman 
(Carter Products Inc., New Brunswick, 
U.S.A.). Arch. Biochem. Biophys., 1957, 
method depends the colour 
produced when meprobamate (I) (2-methyl-2-n- 
with furfuraldehyde the presence 
low levels urea interferes and must removed 
urease treatment. Reagent—Wash with 
water and dry with Dissolve 20g 
evaporate dryness. Treat the residue with 
water and aq. urease suspension, 
incubate 45° for min., cool and add 0-5 
tungstophosphoric acid soln. (20g dissolved with 
decant the supernatant liquid through Whatman 
paper No. 41H and wash the paper with 
phosphate buffer, Shake the combined 
filtrates with ether hand for min., 
centrifuge and evaporate the ether layer 
benzene the residue and dry heating oil 
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bath 90°. Add 0-1 glacial acetic acid, close 
the tube tightly and heat 75° 80° for min. 
Cool, add SbCl, reagent and then 0-05 
re-distilled furfuraldehyde. Measure the extinc- 
tion glass-stoppered cells 570 after 
exactly min. room temp. The calibration 
water and treated described above. 
SHaw 


2318. Determination sulphobromophthalein 
serum. Seligson, Marino and Dodson 
(Grad. Sch. Med., Univ. Pennsylvania, 
Philadelphia, U.S.A.). Clin. Chem., 1957, (5), 
645.—The interference effects protein-binding, 
turbidity, bilirubin and haemolysis are eliminated 
simplified correction procedure which two 
readings are made the same wavelength. 0-5 
500 and adjusted 10-6 10-7 with 
NaOH mix gently and read 580 
add 0-1 acid reagent NaH,PO,), mix 
gently and read again. 


2319. Routine procedure for the determination 
catecholamines urine and tissues. Sourkes 
and Drujan (Allan Memorial Inst. Psy- 
chiatry, Montreal, Quebec, Canada). Canad. 
Biochem. Physiol., 1957, (9), 
and few drops toluene) and 100 add 
drop), and acid-washed chromatographic alumina 
2g). Neutralise the soln. with NaOH, shake 
mechanically for min., add more NaOH, neces- 
sary, restore the pink colour and repeat the 
shaking. Centrifuge, discard the supernatant liquid 
and wash the alumina with 0-2 acetate soln. 
shaking and discarding the supernatant liquid 
before. Elute shaking for min. with 
acetic acid, centrifuge and use the supernatant 
liquid for fluorimetry. Dilute aliquots (0-2 and 
acetate buffer (pH 6-0) (2-0 ml), 0-004 iodine soln. 
ml) and, after exactly min., 0-005 Na,S,O, 
ml) with shaking. Add freshly prepared NaOH 
Prepare standard curve with 0-0 (reagent blank), 
0-05, 0-10, 0-20 and 0-30 noradrenaline, and 
measure the fluorescence 436 with second- 
ary yellow filter (Corning 3486). 


2320. The micro-determination reducing sugars 
blood means p-anisyl tetrazolium blue. 
Cheronis and Zymaris (Brooklyn Coll., 
N.Y., Acta, 1957, (6), 
783 (in English).—Equimolar amounts glucose 
and tetrazolium blue react form 
insoluble blue diformazan. soln. the sample, 
containing 200 per ml, and the reagent 
sec., then cooled and diluted with dioxan dissolve 
the diformazan which produced. The extinction 
the diformazan soln. measured 615 and 
compared with the values obtained from standard 
sugar soln. law followed over the range 
the Beckman spectrophotometer. Estimates 
the precision successive determinations 
three known amounts glucose, viz, yg, 
show means 25-1 and 74-89 and standard 
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deviations +062 and 
respectively. samples blood analysed 
this method and the method Nelson and 
Somogyi, the standard deviation the differences 


2321. Determination ketone bodies blood 
and urine means vanillin alkaline medium. 
Levine and Taterka (Creighton Univ. 
Sch. Med., Omaha, Neb., U.S.A.). Clin. 
filtrate (10 ml) mixed with 50% v/v H,SO, 
drops) and distilled into 
soln. ice-cooled cylinder (15 ml), 
collecting distillate and rinsing the 
condenser tip give vol. 5ml. aliquot 
the distillate mixed with aq. 
recryst. vanillin soln. ml) and 40% NaOH soin. 
heated water bath 60° for exactly 
min., cooled, diluted with H,O and read 
Standards are prepared with acetone 
soln. containing acetone per ml. 


2322. Determination phenylpyruvic acid the 
urine patients with oligophrenia phenylpyruvica. 
The, Fleury and Vink (Univ. Hosp., 
Leiden, Netherlands). Clin. Chim. Acta, 1957, 
(5), 424-428 (in simplified method 
giving mean recovery and showing little 
interference from other metabolites, proposed. 
urine with buffer soln. (pH 2-2) (4:35 
make litre). Add 0-2 FeCl, soln. 
(10%), mix and read the max. extinction 630 
against blank prepared with H,O place 
dil. urine. Prepare standard graph with 
phenylpyruvate soln. representing per 


2323. Determination thrombin titration with 
hirudin. Markwardt (Pharmacol. Inst., Greifs- 
wald Univ., Pharm., Berlin, 
1957, 290 (6), combines with 
thrombin stoicheiometric amount form 
addition compound, and thus inhibits the action 
thrombin coagulant fibrinogen. For the 
determination thrombin, known amount 
hirudin dissolved soln. fibrinogen, and the 
unknown thrombin preparation 
Coagulation occurs when slight excess thrombin 
over the amount needed neutralise hirudin 
present. 

2324. rapid method for estimating fibrinogen 
plasma. Coles and Roman (Inst. Med. and 
Vet. Sci., Adelaide, Australia). Clin. Path., 
1957, (3), 0-5 re-centrifuged 
plasma each two test-tubes. one add 
9-5 normal saline (blank) and the other 
ammonium sulphate reagent [dissolve 133g 
(NH,),SO, and 10g NaCl litre H,O and 
preserve adding 0-025 thiomersalate]. After 
exactly min. read the turbidity 500 and 
subtract the blank reading from that the test. 
Prepare standard graph with pooled plasma 
whose fibrinogen content has been determined 


2325. Human serum bilirubin. immediate 
method determination and its application the 


(Red Cross Blood Transfusion Service Lab., Bris- 
bane, Queensland, Australia). Clin. Chem., 1957, 
(5), 609-623.—Serum mixed with 
diazo reagent and benzoate urea 
water, 10g urea added and the final soln. 
made 100 and filtered). The colour read 
immediately 524 (green filter) together with 
blank which prepared the use v/v 
conc. place the diazo reagent. standard 
graph prepared with cryst. bilirubin was linear for 
serum bilirubin concn. 10mg per 
The serum (0-1 ml) may diluted with normal 
saline (0-4 ml) when the concn. high the amount 
sample small (e.g., from infants). 


2326. Determination thyroxine and tri-iodo- 
thyronine serum for application the differential 
diagnosis thyroid disease. Barna, 
Feuer and Balogh (State Hyg. Inst., 


Budapest). Acta Med. Acad. Sci. Hung., 1957, 10, 


iodothyronine (II) were extracted from serum with 
acetone butanol, concentrated, and chromato- 
graphed with controls butanol dioxan aq. 
NH, (4:1:5). After development (ninhydrin) and 
identification the control spots, the paper areas 
containing and were cut out, ashed, dissolved 
water and neutralised with The iodine 
and was determined catalytic micro iodine 
method (Demeczky, Dissertation, Budapest, 1943) 
based the Sandell and Kolthoff method (Mikro- 
chim. Acta, 1937, The micro-method described 
suitable for the detection with max. 
error 5%. The combination chromatography 
and the micro-method gave experimental error 
test data are given. 
suggested that the direct measurement and 
represents reliable means for differential 
diagnosis thyroid diseases. CHEM. ABSTR. 


2327. Determination the major constituents 
small amounts tissue. Paul (Dept. Biochem., 
Univ., Glasgow, Gt. Britain). Analyst, 1958, 
tissue, separated from the medium 
centrifuging and washed with balanced salt soln., 
fractionated series extractions, each, 
except the first, being applied the residue from 
the previous first extracted with ethanol 
ether, then and again with ethanol 
ether, the combined extracts being the lipid fraction. 
Extractions with ice-cold H,SO, provide the H,SO, 
fraction and with hot the fraction, 
and the final residue, washed with trichloroacetic 
acid, the residual fraction. The evaporated lipid 
fraction digested with and H,SO, and 
lipid determined spectrophotometrically, the 
blue colour produced with molybdate reagent 
being measured Total lipid deter- 
colour produced with Ag,Cr,O, reagent. the 
H,SO, fraction, determined the lipid 
fraction and carbohydrate spectrophotometrically 
means the green colour with 
anthrone. the fraction, total nucleic 
acids are determined spectrophotometrically 
268 mp, carbohydrate with anthrone, and deoxy- 
ribonucleic acid the spectrophotometric method 
Ceriotti (Brit. Abstr. 1953, 215). the 
residual fraction (protein), determined 
nesslerisation after digestion with H,SO, and SeQ,. 
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2328. Determination uric acid. 
(Dept. Biochem., Univ. Miami Sch. Med., 
Coral Gables, Fla., U.S.A.). Chem., 1957, 
(5), very satisfactory modified Kern 
and Stransky method (cf. Archibald, Anal. Abstr., 
serum filtrate add 2-6 10% sodium silicate 
uric acid reagent. Read the colour after min. 
uric acid soln. (0-004 per ml) similarly 
for the blank and standard, respectively. 


2329. Paper chromatography mevalonate and 
acetate. Hong and Wright (Cornell 
Univ., Ithaca, N.Y., U.S.A.). Biochim. Biophys. 
solvent systems for the separation mevalonate 
and acetate ions 
Whatman No. paper the ascending tech- 
nique, concluded that the best separation 
attained with mixture 2:4-lutidine and water 
compounds were used and 
located radioactivity measurements. 

SHaw 


2330. Colour test for 5-ketoaldonic acids paper 
chromatograms. Bevenue and Williams 
(Agric. Res. Service, U.S. Dept. Agric., Albany, 
Calif., U.S.A.). Arch. Biochem. Biophys., 1957, 
(2), Whatman No. 
paper developed with propionic acid 
water (10:5:7) ethyl acetate pyridine water 
for hr. are air-dried, sprayed with 0-5 
and heated forced-air oven 85° for 
min. 5-Ketoaldonic acids give brown spots 
white ground; 2-keto acids not react. 


2331. The separation and estimation nucleo- 
tides. Bergkvist (Inst. Biochem., Univ. 
Lund, Sweden). Acta Chem. Scand., 1957, (9), 
paper chromatography followed 
phoresis. Descending chromatography, for hr., 
with the solvent system satd. (NH,),SO, soln. 
water isopropyl alcohol (79:19:2) separates the 
mixture into four groups, containing (a) adenosine 
mono-, di- and tri-phosphates and diphospho- 
pyridine nucleotide; (b) triphosphopyridine nucleo- 
tide and guanosine monophosphate; guanosine 
di- and tri-phosphates; cytidine 
mono-, di- and tri-phosphates, uridine diphosphate 
glucose (UDPG) and uridine diphosphate 
glucosamine (UDPAG). After drying room 
temp., the bands are located making contact 
print u.v. light wavelength 245 my, the paper 
cut into sections with appropriate blanks, the 
nucleotides are eluted with 0-1 HCl, made 
volume and the extinctions read suitable wave- 
lengths. remove salts, etc., which would inter- 
fere with the electrophoresis, the nucleotides each 
group are then adsorbed Norit and eluted several 
times with small volumes ethanol containing 
aq. When more u.v. absorbing 
material removed, the eluates are brought 
with HCl, and electrophoresis carried out for 
hr. acetate buffer and ionic 
strength 0-1, with applied voltage 1000 
(~10V per cm) and with the paper immersed 
suitable apparatus illustrated. After 
the spots are located, eluted with 
and measured u.v. light against appropriate 


Abstr. 


blanks. this procedure, all the named nucleo- 
tides could determined except UDPG and 
UDPAG, which travel together. They can, how- 
ever, separated paper chromatography 
developing for hr. with ethanol 
ammonium acetate soln. 7-5 
coveries 100°, were obtained, the losses 
being mainly manipulative. decomposition 
any nucleotide was detected. 


2332. Deoxyribonucleoside interaction measured 
James (Calif. Univ., Los Angeles, U.S.A.). Biochim. 
Biophys. Acta, 1957, (1), 
dispersion values between 320 and 600 are 
given for individual nucleosides and mixtures 
nucleosides 0-067 phosphate buffer various 
values. Marked differences simple 
additivity values for certain pairs nucleosides 
physiological values are attributed inter- 
action between the pairs. SHaw 


esterified phosphate large polydeoxyribonucleo- 
Phys., Iowa State Coll., Ames, U.S.A.). Biol. 
Chem., 1957, 228 (2), 1049-1062.—The method 
involves the hydrolysis the monoesterified phos- 
phate end-groups large polydeoxyribonucleotides 
with prostatic phosphatase, and special method 
used for the determination the inorganic phos- 
phate released. This based modified method 
Lowry and Lopez (Brit. Abstr. 1946, 286); 
carried out high temp. order decompose 


the polynucleotide inorganic phosphate complex 


which formed the enzymic reaction. 
ASHLEY 


2334. Paper chromatography phosphatides. 
Armbruster and Beiss (Bundesforschungs- 
anstalt fiir Viruskrankheiten der Tiere, Tiibingen). 
Naturwissenschaften, 1957, (15), 
Cerebrosides, gangliosides and acetyl phosphatides 
are separated system comprising either di- 
isobutyl ketone methyl ketone ethyl 
both systems the steroids, neutral fats and fatty 
acids have values 0-9. The second system 
should used for acetyl phosphatides they tend 
hydrolyse the presence acid. Best separa- 
tion was obtained the special filter-papers 
2043b Mgl and 2045b Mgl. Constant temperature 
and perfect equilibration are necessary for good 
separation without tail formation; the tanks should 
kept the dark for the duration the run. 
there single locating reagent for this group 
substances, several reagents must employed 
for the detection specific reactive groups. 

KAWERAU 


2335. Analysis amino-acid mixtures gas 
partition chromatography. Bayer, K.-H. Reuter 
and Born (Forschungs-Inst. fiir Rebenziichtung, 
Landau, Germany). Angew. 
Chem., 1957, (20), 640.—Mixtures amino 
acids can converted into the methyl esters 
treatment with methanolic suspension and 
liberation the esters with NaOH. After extrac- 
tion with ether, the esters can separated 
chromatographic column with recording thermal- 
conductivity cell detector. suitable stationary 


phase comprises silicone high-vacuum oil with 10% 
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caproate Sterchamol (grain size 0-20 
detected during the time required for the analysis 


2336. Colour reaction amino acids with alloxan 
chromatographic analysis. Opienska-Blauth, 
Kowalska and Pietrusiewicz (Dept. Physiol. 
Chem., Med. Lublin, Poland). Chem. 
Anal., Warsaw, 1957, (3), relative 
sensitivities for the detection amino acids 
paper chromatograms with ninhydrin, isatin and 
alloxan were tested. Alloxan was less sensitive 
than ninhydrin with all amino acids examined. 
The results showed definite difference between 
alloxan and isatin. 


2337. Paper-chromatographic resolution the 
racemic amino acids histidine and tryptophan. 
and Maier-Sihle (Physiol.-Chem. 
Inst. der Univ., Hamburg). Hoppe-Seyl. Z., 1957, 
separa- 
tion racemates possible with optically inactive 
solvents. The asymmetric cellulose fibres serve 
optically active centres. Descending chromato- 
graphy water (9:1, v/v) for 
hr. satisfactorily resolves the racemates 
histidine and tryptophan. Addition glucose 
raffinose the solvent, soaking the paper soln. 
optically active substances, chemical attach- 
ment the paper acidic basic groups, had 
effect. 


2338. Ion-exchange paper rapid separation and 
identification basic amino acids. Arginine, 
histidine and lysine from casein hydrolysates. 
Tuckerman (Dept. Chem., Rensselaer 
Polytech. Inst., Troy, N.Y., U.S.A.). Anal. Chem., 
1958, (2), acids are separated 
paper that contains about 28% the cation- 
exchange resin IR-120 (Na), and has exchange 
capacity micro-equiv. per Descending 
chromatography was carried out 25° with 
acetate buffer, 5-2 and 0-2 acetate, 
till the solvent front had travelled from the 
point application (about min.). After air- 
drying 25°, the paper was sprayed with specified 
ninhydrin reagent, and developed for hr. 25° 
then for min. 100°. The colours are not 
stable, and permanent record was made 
scanning the strip recording integrating photo- 
meter. simple alarm system described, 
prevent over-run the buffer during development. 
Results are given for the separation arginine, 
histidine, lysine, phenylalanine and leucine 
known mixtures and casein hydrolysates; repli- 
cate results show satisfactory precision. 


2339. Amino-acid composition «-chymotrypsin- 
ogen, including estimation asparagine and 
glutamine. Wilcox, Cohen and Tan 
(Dept. Biochem., Univ. Washington, Seattle, 
Biol. Chem., 1957, 228 (2), 999-1019.— 
The glutamine and asparagine residues 
chymotrypsinogen are determined method that 
involves the esterification their free carboxyl 
groups with methanol acetic anhydride, reduction 
the ester groups with LiBH, and hydrolysis 
the reduced protein. The glutamine and asparagine 
residues appear glutamic and aspartic acids, 
which are separated ion-exchange chromato- 
graphy Dowex-2 resin. Each amino acid 
then determined the colorimetric ninhydrin 
method. ASHLEY 
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2340. Assay methionine. Goldstein and 
Dodgen. Drug Standards, 1957, (5), 
148.—In the National Formulary procedure for 
the iodimetric determination methionine, the 
limits should 6-4 7-2 acetate used, 
phosphate buffer can used maintain the 


2341. Micro-determination tyrosine the 
colour reaction with 1-nitroso-2-naphthol. 
Massin and Lindenberg (Lab. Biochim. 
Phys., rue Claude-Bernard, Paris). Soc. 
Chim. Biol., 1957, (9-10), 
friend and Cooper’s method for the colorimetric 
micro-determination tyrosine (Brit. Abstr. 
1953, 215) has been simplified using 
2-naphthol which has previously been purified 
washing with cold methanol. then unnecessary 
extract any excess reagent before the colori- 
metric measurement. Haas 


2342. Recent developments amino-acid and 
protein chromatography means ion exchangers. 
Huisman (Lab. voor Kindergeneeskunde, 
U., Groningen, Holland). Chem. 1957, 
(42), 553-560.—Apparatus and technique are 
described that afford complete separation 
mixture amino acids hr. The separation 
carried out two water-jacketed columns 
packed with Amberlite IR-120 resin. Citrate- 
buffered eluents are passed through the columns 
under nitrogen. The technique can made 
automatic and analysis for amino acids can then 
made one day. methods for 
the analysis proteins are reviewed, with special 
reference the use ion exchangers cellulose 
base. (57 references.) BuRGER 


2343. chromatography: empirical 
equations relating values atomic refraction 
constants. Mason and Wegienka (Mich. 
Univ., Ann Arbor, U.S.A.). Biophys. 
Whatman No. paper, developed the ascending 
technique 24° (+2°) with satd. aq. 
values are listed for peptides, 
acids and miscellaneous organic substances, and 
empirical equations relating these mol. refraction 
constants are given. Applications the equations 
the prediction values and the obtaining 
information mol. structure are discussed. 

SHaw 


2344. Rapid method for the preparation plasma 
proteins for radio-assay. Katz, Sellers and 
Marmorston (S. Calif. Univ. Med. Sch., Los 
Angeles, U.S.A.). Lab. Clin. Med., 1957, (3), 
samples, the separated albu- 
min fractions, are flocculated with hot trichloro- 
acetic acid and collected tared filter-paper discs 
for the measurement Results ob- 
tained with and plasma proteins 
are given. SHaw 


2345. Studies zone electrophoresis vertical 
columns. II. Zone electrophoresis serum pro- 
teins. Gedin and Porath (Uppsala Univ., 
Sweden). Biochim. Biophys. Acta, 1957, 
serum proteins from 
various sources carried out columns cellulose 
treated with different buffers; the separated zones 
are then eluted from the column with more buffer. 
The preparative and analytical uses the procedure 


2340-2350 


2346. Study paper electrophoresis: comparison 
with salt precipitation serum-protein fractions. 
Kaplan, Weisberg and Dow (Chicago 
Med. Sch., U.S.A.). Lab. Clin. Med., 1957, 
(4), the results obtained 
human serum concluded that the two methods 
are not interchangeable and that the conditions 
for both require standardisation each laboratory. 
particular, the amount taken for electrophoresis 
should constant, irrespective the concn. the 
sample, avoid tailing, poor separation and errors 
integration the patterns. SHaw 


2347. Two-dimensional electrochromatography 
serum proteins. Pucar and Petek (Inst. 
Seyl. Z., 1957, (5-6), apparatus 
described which permits the chromatographic 
separation the serum proteins vertical plane 
and their electrophoretic separation 
zontal direction. Whatman No. 
(34cm 45cm) used and barbitone sodium 
tial 400 applied for 7-5 8-5 hr. giving 
current 16mA. After drying, the proteins are 
stained with Amido black. The results obtained 
with one normal and two pathological sera are 
given. All three were found exhibit traces 
residual protein adsorbed the paper between the 
main fractions. This leads the 
albumin obtained electrophoresis being 10% 
low. attempts were made influence 
this residual protein altering the concn. the 
buffer. Intermediate fractions addition the 
main ones discovered one-dimensional electro- 
phoresis were not noted. 


2348. Lissamine green protein stain paper 
electrophoresis. Gorringe (Llandough 
Hosp., Penarth, Glam., Wales). Clin. Chim. Acta, 
1957, (5), dye compares favour- 
ably with those more generally used. Staining 
quick, cheap and simple, backgrounds 
fectly white, and elution readily made. Staining 
—After drying for hr. 100° the paper im- 
mersed soln. the dye 15% acetic 
acid for min. Three washes min. each are 
given acetic acid and the paper then dried. 
Elution—The protein bands are cut out and 
immersed buffer soln. (pH 6-0) (phosphate 
phthalate) for scan- 
ning may used, clearing the method Rees 
and Laurence (Clin. Chem., 1955, 329), with 
light-red filter. This method gives lower A/G 
ratio than elution and should corrected 
independent method determination. 


2349. Effect buffer film electrophoresis. 
Ressler and Jacobson (Wayne County 
Gen. Hosp., Eloise, Mich., U.S.A.). Clin. Chim. 
Acta, 1957, (5), effect variation 
the ionic strength barbitone and phosphate 
buffer soln. 8-6 the separation human 
serum protein fractions studied. The results 
show increase mobility, especially that the 
fraction, with decreasing ionic strength. 
Separation several components 


2350. Diagnostic composition. Miles Labora- 
tories, Inc. Brit. Pat. 791,228; date appl. 
effervescent tablet containing sulphosalicylic 
acid and bromocresol green claimed for the 
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2351. Fluorimetric method for total serum chol- 
ington Univ. Med. Sch., St. Louis, Mo., U.S.A.). 
Lab. Clin. Med., 1957, (3), 
method Albers and Lowry (Anal. Abstr., 1956, 
1116) adapted for the determination chol- 
esterol serum and liver homogenates. 

SHaw 


2352. Test-tube extraction method for the micro- 
determination urinary 17-ketosteroids. 
Kingsley and Getchell (Vet. Admin. Centre, Los 
Angeles, Calif., U.S.A.). Clin. Chem., 1957, (5), 
the urine with conc. HCl 
ml) 30-ml glass-stoppered tube and heat 
for min. 80°. Add ml), shake vigor- 
ously for sec. and draw off the separated aq. 
Wash the with 10% NaOH (2-5 ml) 
and H,O ml) the same process and finally 
evaporate the Determine 
steroids the residue the Zimmermann, Pincus, 
Cohen and Kaluszyner colorimetric methods. 


2353. Chromatographic separation the dinitro- 
phenylhydrazones 17-ketosteroids alumina. 
Ott, Pelzer and Staib (Inst. Physiol. 
Chem., Med. Akad., Diisseldorf, Germany). Clin. 
Chim. Acta, 1957, (5), the 
dinitrophenylhydrazones androsterone, dehydro- 
epiandrosterone and column 
chromatography described. Determination 
made measurements the eluates 367-5 
The spectra the three derivatives show 


2354. Conjugated steroids. High-voltage 
paper electrophoresis 17-ketosteroid conjugates. 
Pelzer and Staib (Inst. Physiol. Chem., 
Med. Akad., Diisseldorf, Germany). Clin. Chim. 
Acta, 1957, (5), triethanolamine 
acetate buffer (pH group separation glucur- 
onides and sulphates can readily made. Non- 
hydrolysed urine extracts showed five zones that 
gave the 17-ketosteroid reaction, only one which 
contained glucuronic acid. 


2355. Determination meas- 
urement the absorbance their 2:4-dinitro- 
Devlin (Food and Drug Lab., Ottawa, Ontario, 
Canada). Canad. Biochem. Physiol., 1957, 
(9), determine testosterone, methyl- 
testosterone, ethisterone progesterone pharm. 
prep. the steroid soln. methanol treated with 
acid soln. 2:4-dinitrophenylhydrazine. The 
reaction stopped after specified time, according 
the steroid, with NaOH; the hydrazone 
extracted with cyclohexane and the u.v. absorption 
the soln. measured. Preliminary procedures 
for various types steroid prep. are described. 


2356. Colorimetric determination acetylcholin- 
esterase activity. Kramer and Gamson 
(U.S. Army Chem. Warfare Lab., Army Chem. 
Center, Md., U.S.A.). Anal. Chem., 1958, (2), 
acetate (I) hydrolysed 
purple compound which measured spectrophoto- 
metrically. Make stock soln. ethanol) 
into series dilutions giving final concn. 
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flask, make with Clark and Lubs phos- 
phate buffer (pH 8-0) 20°. Add aliquot 
enzyme soln., containing from 150 units 
activity 20°, start stop-watch, dilute the soln. 
spectrophotometer cell. After min. read the 
absorbance 625 my, against blank containing 
enzyme. Results are referred standard 
curve. >150 units give reproducible 
but non-linear response, those <25 units can 
measured increasing the hydrolysis time. En- 
zyme soln. are stable for week, and substrate soln. 
for several months, amounts alcohol 
and hydrolysis products present under the given 
conditions not interfere, and albumin (0-4%) did 
not adsorb any hydrolysis product affect the rate. 


2357. Spectrophotometric micro-determination 
copper copper oxidases using oxalyldihydrazide. 
Stark and Dawson (Dept. Chem., 
Columbia Univ., New York, U.S.A.). Anal. 
1958, (2), method (Anal. 
Abstr., 1956, 1993) for the use oxalyldi- 
applied the presence protein, with view 
the analysis copper oxidases without previous 
ashing. Gelatin, glutathione 
not interfere the determination. Bovine-plasma 
albumin interferes, but treatment with 
min. before the addition the aq. prevents 
this interference. Copper (0-1 per ml) can 
estimated ascorbic acid oxidase and tyrosinase 
from the protein with HCl. There interference 
from Nill, Fell, and the simul- 
taneous determination Cu, neither these 
metals colour the reagents. Calcium 100 times 
the concn. the does not colour the reagents; 
Mn!! does not colour the reagents but interferes 
with the simultaneous determination Cu. 


2358. The quantitative determination proteo- 
lytic activity duodenal contents with natural 
substrates. Leubner (Med. Univ.-Klinik, Inns- 
bruck, Austria). Wochschr., 1957, (19), 
967-974.—Details are given methods which 
casein used substrate, namely (a) determination 
liberated tyrosine, (b) formol 
casein Evans blue method, and (d) casein quini- 
dine turbidimetric method. viscosimetric method 
with gelatin substrate also described. 


See also Abstracts—2124, Determination 
presence Ca. 2149, Determination and 
biological soln. 2160, Mass-spectrometric 
assay from org. compounds. Determina- 
tion fructose and inulin. 2238, 
higher fatty acids. 2248, Detection amino acids 
chromatograms. 2258, Detection esters 
phosphoric acid chromatograms. Chroma- 
tographic separation 
pyrene and carcinogenic 
Analysis aq. soln. macromol. substances. 
2392, Determination lactose suspensions 
mammary gland. 2457, Apparatus for electro- 
phoresis. 
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Drugs 


2359. Use paper chromatography for the assay 
medicaments. Biichi. Arch. Berlin, 
1957, 290; Mitt. dtsch. pharm. Ges., 1957, (10), 
principles and limit the method 
are discussed and the special value for pharma- 
ceutical employment stressed. the strength 
the favourable published results, the Swiss Pharma- 
copoeia Commission contemplating the inclusion 
paper chromatography for qual. tests the 
Helvetiae VI. Details identification and separa- 
tion and large number chromatograms illustrate 
the usefulness the method for the assay compli- 
cated natural products such the glycosidal drugs, 
antibiotics and mixed sulphonamides. 


2360. extinction method for the determination 
alkaloids containing methylenedioxy group. 
Langejan (Farm. Lab. der Rijksuniv., Utrecht, 
Holland). Pharm. 1957, (20), 
—The most favourable concn. and temp. for the 
formation the violet colour produced the 
reaction between formaldehyde and chromotropic 
acid H,SO, soln. have been investigated 
West and Sen (cf. Anal. Abstr., 1957, 940). 
This reaction has been adapted the quant. 
hydrolysis from compounds containing methylene- 
dioxy group and method determining narceine, 
narcotine, cotarnine and Eupaverine 
sample soln. treated with chromotropic 
flask. Add, immediately, H,SO,, 
shake gently and immerse water bath 75°. 


After exactly min. cool under tap and add 


water Cool again and make the 
mark with water and place the flask water bath 
20° for some time; control soln. made 
water. standard curve made from soln. 
formaldehyde whose concn. has been determined 
iodimetrically. The extinction determined 
~550 Eupaverine, which has methylene- 
dioxy groups, yields only the theoretical 
value formaldehyde when determined this 
method. Haas 


2361. Determination (—)-hyoscine 
presence excess morphine and ethylmorphine. 
and Rexova (Dept. Pharm. 
Czechoslovakia). Chem. Zvesti, 1957, (4), 
197.—Morphine, (—)-hyoscine and ethylmorphine 
quant. separated thrice-repeated chromato- 
graphy with mixture »-butanol and water. 
The visual comparison the spots with standard 
enables (—)-hyoscine determined with 
accuracy For precise determinations, 
the spots are measured means densitometer 
and the constructed curves evaluated planimetri- 
cally. When pure ethylmorphine was studied, 
spot due unidentified compound was detected 
between the positions morphine and )-hyoscine. 


2362. Paper chromatography alkaloids. III. 
Identification and semi-quantitative determination 
(—)-hyoscine {in the presence morphine and 
Reichelt (Pharm. Control Inst., 
Prague). Farm., 1957, (5), 
Morphine, ethylmorphine (I) and (—)-hyoscine (II) 


(in ratios can satisfactorily 
separated paper chromatography with the 
system formamide (benzene chloroform) (1:1). 
paper impregnated with 0-2 KH,PO, ascending 
chromatography (3:1). 
The spots are compared with standards after 
detection with reagent. 
was applied the analysis injections. 


2363. Oscillopolarographic determination quin- 
ine alkaloids. Molnar and Molnarova 
(Dept. Pharm. Chem. and Biochem., Acad. 
Sci., Bratislava, Czechoslovakia). Chem. 
1957, (5), 259-266.—The oscillopolarographic 
behaviour quinine derivatives was studied and 
the oscillograms quinine, quinidine, cinchonine, 
cinchonidine, quinine ethylcarbonate, quinine car- 
bonate, hydroquinine, ethylhydrocupreine, 
hydrocupreine, cinchotoxine 
and quinotoxine LiCl, LiOH, NaOH and 
were obtained with the use dropping 
and streaming mercury electrodes. The depolari- 
sation potentials are given and various possibilities 
the differentiation similar derivatives (e.g., 
quinine and cinchonine) are discussed. Even 
soln. these alkaloids can detected with 
the use oscillopolarographic methods. 

2364. Detection emetine Dover’s powder. 
Haruyo Asahina, Yoshihiko Shiuchi and Yoshi 
Nakamura. Shikenjo 1956, (74), 
65-67.—An extraction procedure for the deter- 
mination emetine (I) drugs containing opium 
powder has been devised. extracted from 
aq. ammoniacal with benzene, and then 
re-extracted with 1°, HCl. The aq. soln. made 
alkaline and extracted with After evapora- 
tion the organic solvent, the residue dissolved 
minimum vol. ethanol. Paper chromato- 
graphy then applied with solvent mixture 
acetone ethyl acetate soln. (10%) (2: 
20:80). The values and contaminating 
alkaloids are—I 0-63, codeine 0-72, porphyroxine 
meconidine gives reddish-orange Munier 
reaction, yellowish-brown colour with Pauly’s 
diazo reagent, and purple-red colour with 
potassium iodoplatinate soln. CHEM. ABSTR. 


2365. Quantitative determination ephedrine 
(Inst. Org. Technol., High School Chem. Tech- 
nology, Bratislava, Czechoslovakia). Chem. Zvesti, 
1957, (9), 558-561.—Methylamine, liberated 
alkaline hydrolysis ephedrine, can determined 
the semi-micro scale with the use the Kjeldahl 
method.. The procedure was used with good results 
for the determination ephedrine hydrochloride 
pharmaceutical injections and tablets. 


2366. simplified nitrite procedure for the deter- 
mination reserpine. Banes (Food and Drug. 
Admin., Washington, D.C.). Amer. Pharm. 
Ass., Sci. Ed., 1957, (10), method 
for the determination reserpine (I) crystalline 
samples and tablets simpler and quicker than 
that previously described (cf. Anal. Abstr., 1957, 
1324) and gives essentially the same results. Pro- 
adding siliceous earth (II) and mixture 
(2g) and 10% aq. K,HPO, soln. ml). 
For crystalline samples, dissolve (25 mg) 


Abstr. 


(25 ml), transfer aliquot the column and 
wash the column with tablets 
moisten the powdered sample (containing 
with ethanol (0-5 boil with (10 
for min., cool, mix with 10% aq. soln. 
and (6g) and transfer the column. 
per min. and collect dilute 10-fold with 
ethanol. Mix 5-ml aliquot with 0-2% ethanolic 
soln. NaNO, ml) and conc. drops) and 
allow stand for min. Add freshly prepared 
aq. sulphamic acid ml), mix, and measure 
the extinction after min. Simul- 
taneously carry out parallel assay with reference 
standard and also blanks with ethanol ml) 


2367. Chromatographic separation reserpine, 
reserpic acid, and yohimbine paper. Macho- 
(State Inst. for Control Drugs, Bratislava, 
Czechoslovakia). Ceskosl. Farm., 1957, (6), 
system (cf. Biol. Chem., 1951, 
188, 763) suitable for the separation reserpine 
from reserpic acid (I) and yohimbine 
n-butanolic systems render the mutual separation 
and possible. Combination both these 
systems used for separation all three alkaloids. 
They are detected fluorescence u.v. light. 

VOLKE 


2368. Chemical assay histidine commercial 
Shikenjo Hékoku, 1956, (74), 95-99.—Separation 
histidine from tyrosine—Histidine (I) extracted 
neutralised, and this are added drop 
acetate and 10g NaCl per 150 saturated 
HgCl, soln.) and soln. (4%), 
successively. The resulting ppt. centrifuged, 
washed twice with H,O and then dissolved 
the addition KCN drops, 5%) and 
phanilic acid soln. (1% 10% HCl) added 
followed NaNO, (5%), and the soln. 
mixed thoroughly and allowed stand for min. 
100 vol. 75% ethanol), and the soln. cooled 
below 10°, diluted and the extinction 
mixture sulphanilic acid dissolved and 
NaNO, (1:1, vol.), prepared and cooled for 
min. before use, Sulphanilamide 
instead sulphanilic acid gives approx. the same 
results. The presented procedure showed linearity 
between the extinction coeff. and concn. 
150 The extinction with NaHCO, 
soln. showed recovery from tablets 
containing MgO, starch and 
benzocaine. CHEM. ABSTR. 


2369. modified method assay kurchi. 
Handa, Het Singh and Malhotra (Drug 
Res. Lab., Jammu). Chem., India, 1957, 
(4), 206-208.—A modified Dutta and Ghosh 
method for assay kurchi Pharm., 
1949, 11, 74), together with control experiments 
pure conessine, m.p. 123° 124°, show that kurchi 
bark does not contain large amounts thermolabile 
bases. The B.P. method assay ipecacuanha 
modified for the assay kurchi, and this showed 
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that the alkaloid content varied from 3-12 
when determined gravimetrically and from 2-10 
when determined titration. 


2370. Volumetric determination the antibiotic 
chloramphenicol. Bromatometric and titanometric 
determination. Awe and Stohlmann (Inst. 
angew. Pharm., Techn. Hochsch., Braunschweig). 
Arzneimittel-Forsch., 1957, (8), 495-497.—The 
bromatometric method depends the reduction 
the NO, group warming with zinc and dil. 
adding excess 0-1 and, after min., 
adding and titrating the liberated iodine. 
CO,. After closing the flask with Bunsen valve, 
the soln. boiled gently for min., then cooled, 
and the excess titrated with 0-1 ferric 
ammonium sulphate. The results both methods 
are satisfactory chlorine determinations. 


2371. improved cup-plate assay for bacitracin. 
Wilner, Garth and Kirshbaum (Food 
and Drug Admin., Washington, D.C., Anti- 
biot. Chemother., 1957, (10), 542-544.— Improved 
precision attained the F.D.A. microbiological 
plate assay for bacitracin substituting 
coccus subflava (ATCC 7468) for Micrococcus flavus 
(ATCC 10240) test organism. The new organism 
can also used more sensitive modified method 
applicable biological fluids. SHaw 


2372. Turbidimetric microbiological assay for 
nystatin. Kramer (Food and Drug Admin., 
Washington, D.C., U.S.A.). Antibiot. Chemother., 
1957, (9), 500-502.—The method based the 
growth response Saccharomyces cerevisiae (ATCC 
9763) which measured photometrically after 
incubation test soln. overnight linear 
relationship holds between the extinction measured 
530 and concn. nystatin over the range 
agree well with those given slightly modified 
agar-plate diffusion assay. Tetracycline does not 
interfere. SHaw 


2373. Antibiotic interference thresholds micro- 
Wintermere and Kirshbaum (Food and Drug 
Admin., Washington, D.C., U.S.A.). Antibiot. 
Chemother., 1957, (10), 545-548.—As guide 
the analysis mixtures antibiotics, table 
given showing the concn. second antibiotic 
which interferes the assay any one anti- 
second table shows the concn. 
another antibiotic which gives minimum measurable 
growth inhibition any one methods for 
antibiotics (‘‘sensitivity threshold’’). 


2374. Photometric determination pyridoxine 
pharmaceutical preparations. Hrdy and 
Urbanova (State Inst. for Control Drugs, Prague). 
Ceskosl. 1957, (9), method 
based the reaction pyridoxine (I) with 
p-phenylenediamine (II) the presence oxidants. 
add K,Fe(CN), soln. ml) and 
immediately extract the reaction product into the 
benzene. Measure the extinction 605 
None the other vitamins the complex nor 


most the compounds likely combination 
(biotin, methionine, etc.) interfere. The only 
exceptions are ascorbic acid, salicylic acid and 
phenol. Procedures for elimination their in- 
fluence are given detail. 


2375. Potentiometric titration drugs with 
blocked aromatic amino group. Titration 
acetanilide mixtures with other pharmaceuticals. 
and (State Inst. for Control 
Drugs, Prague). Ceskosl. 1957, (9), 
526.—The sample containing acetanilide 
hydrolysed for min. 25% (30 ml) under 
reflux. After being filtered, the soln. diluted with 
aliquot (30 ml) mixed with 
conc. HCl and titrated potentiometrically 
15° with NaNO, platinum and graphite 
electrode). The end-point shown permanent 
deviation the galvanometer. Acetylsalicylic 
acid, barbitone, codeine, caffeine and phenobarbi- 
tone not interfere. VOLKE 


2376. Titrations non-aqueous media pharma- 
ceutical analysis. Semi-micro determination 
amidopyrine compound analgesic preparations. 
(State Inst. for Control Drugs, Prague). 
Ceskosl. Farm., 1957, (9), 
titrated directly glacial acetic acid with 0-05 
(in acetic acid), with crystal violet 
indicator. ephedrine, phenacetin, 
acetylsalicylic acid, 
theophylline, thiamine and 2-thio-5- 


2377. Photometric determination 3-amino- 
phenol 4-aminosalicylic acid. Hrdy and 
(State Inst. for Control Drugs, Prague). 
Ceskosl. Farm., 1957, (10), 
phenol (I) reacts with diethy!-p-phenylenediamine 
the presence oxidants form indamine 
dye. soln. 4-aminosalicylic acid (II) 
ml) containing (25 100 are added 0-2% 
soln. diethyl-p-phenylenediamine sulphate ml), 
aq. NH, benzene and 
K,Fe(CN), soln. The dye extracted into 
benzene, the benzene layer shaken for sec. 
with mixture water and aq. NH, 
and dried with The extinction 
measured The dye formed from 
does not pass into the benzene. 


2378. Photometric determination gentisic acid. 
Jindra and Sipal (Inst. Biochem., Charles’ 
Univ., Prague). Farm., 1957, (5), 
270.—In the presence gentisic acid (I), Fe!!! 
reduced which reacts with 2:2’-dipyridyl 
form coloured complex with maximum 
absorption 495 and With the Zeiss 
filter S50, the plot concn. vs. extinction 
linear. Starch, talc, lactose and sucrose 
not interfere. the soln. ml) 
are added soln. FeCl, w/v) NaF 
w/v 96% w/v ethanol) min. the 
min. the extinction measured. The concn. 
calculated reference calibration curve. 


2379. Polarographic determination gentisic 
acid pharmaceutical preparations. 
Inst. Med. Chem., Charles’ Univ., Prague). 
1957, (10), 609-610.—The height 
the oxidation wave gentisic acid directly 
proportional the concn. this substance 
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2375-2383 


buffer comprising 0-05 NaHCO, 
The dragées and tablets are extracted three 
times with water. 


2380. The detection p-hydroxyphenylalkyl- 
amines with Schmidt 
Inst. Friedrich Schiller Univ., Jena, 
Germany). Pharm. Zentrath., 1957, (8-9), 
470.—1-Nitroso-2-naphthol (I) reagent for the 
group and can used for the detection 
given the colours produced phenolic com- 
pounds and the quant. application described for 
tyramine. series dilutions from original 
soln. per H,O) were made and 2-ml 
aliquots were treated with abs. ethanolic soln. 
drop soln.) and the soln. brought 
boiling-point. After the addition conc. HNO, 
drops) the soln. was re-boiled. The red violet 
colour was stabilised with satd. NH,Fe(SO,),.12H,O 
ml) and, after hr., the extinction coefficient 
was determined against reagent blank. The 
reaction also useful for chromatograms. The 
air-dried paper sprayed both sides with the soln. 
dried, sprayed with HNO, soln. and dried 
100°. Purple red spots are visible with 
the compound when the reaction positive. 


2381. Analysis promazine and chlorpromazine 
pharmaceutical preparations. Milne and 
Chatten (Food and Drug Directorate, Ottawa, 


Canada). Pharm. Pharmacol., 1957, (10), 
titration 


described for the rapid determination promazine 
chlorpromazine their hydrochlorides. The 
visual end-points have been 
metrically. Recovery experiments agree with those 
based the gravimetric method and 
Stejskal (cf. Anal. Abstr., 1956, 530). Procedure— 
For suppositories, dissolve the sample (containing 
mg) hot acetone (40 ml) and titrate the hot 
soln. with 0-05 dioxan with red 
indicator; the colour change from orange 
salmon pink. For tablets, extract the sample 
(containing 20mg) with acetone filter 
through sintered glass and wash the residue with 
acetone (30 ml); add mercuric acetate glacial 
acetic acid (0-5 ml) and titrate with 0-05 
asabove. For ampoules, add 0-2 aq. KOH ml) 
aliquot (containing mg) the contents 
ampoules and extract with hexane ml); 
combine the extracts, add acetone (40 and 
titrate with 0-05 above. 


2382. Oxidimetric determination N-2-diethyl- 
aminoethylphenothiazine 
DuSinsky (State Inst. for Control Drugs, 
Bratislava, Czechoslovakia). Ceskosl. Farm., 1957, 
(6), reacts readily with 
KBr) H,SO, the reaction with chloramine 
(in the presence KBr) slow. meriquinoid 
red compound formed. The oxidimetric titration 
carried out with dead-stop end-point control 
(two platinum electrodes, p.d. The 
accuracy within amphet- 
amine, caffeine, phenobarbitone, starch and lactose 


2383. Photometric determination iproniazid 
and related compounds. Colarusso, 
Schmall, Wollish and Shafer (Hoff- 
mann-La Roche Inc., Nutley, N.J., U.S.A.). Anal. 


Abstr. 


Chem., 1958, (1), 62-65.—Iproniazid 
reacts with molyb- 
dic acid acetone give reddish complex which 
stable soln. The absorbance follows 
law over the concn. range 200 either 
430 535 and the method sensitive 
little The average recovery from six 
assays (internal standard technique) was 
with standard deviation +0-94%. Related 
compounds the general structure 

where alkyl and pyridine, produce the 
colour with varied intensity. Cook 


2384. Micro and macro quantitative determination 
methylthiouracil coulometry and bromina- 


tion. Kalinowski, Bersztel, Fecko and 
(Inst. Pharm. Chem., Lodz, 
Poland). Acta Polon. Pharm., 1957, (2), 


Methylthiouracil determined oxidation 
with nascent produced situ electrolysis, 
the end-point being detected millivoltmeter 
and the used being calculated from current and 
time. The accuracy within +1-0% for 
state and tablets determined bromination 
alkaline soln. Excess bromine destroyed 
addition excess standard and residual 
titrated with standard with methyl 
red indicator. The accuracy within +0-9% 
for the pure substance and within 1-2% for tablets 


2385. Paper-chromatographic identification di- 
ethyl p-nitrophenyl phosphorothionate 
and sulphonamides mixtures. Paulus and 
Mallach (Inst. gerichtl. Med., Univ. Bonn, 
methods 
(ascending and descending) are described for the 
identification parathion 605) and number 
sulphonamides mixtures obtained the course 
toxicological investigations. Good separation 
may effected with solvent methanol H,O 
aq. soln. (19:1:1) identification 
parathion can achieved its (with 
standard) values. Better definition 
obtained coupling the sulphonamides with 
dihydrochloride 


See also Potentiometric deter- 
mination Oxaditon. 2254, Separation quater- 
nary halides paper chromatography. 2299, 
Analysis aq. soln. substances. 
2315, Determination morphine urine. 2316, 
Determination quinine and quinidine serum. 
2317, Determination meprobamate biological 
phthalein serum. 2340, Assay methionine. 
2402, sulphurous acid drugs. 


Food 


2386. Use selective desorption from carbon 
columns for the determination dextrose and 
maltose starch conversion products. 
Patterson and Savage (The Laboratory, 
Custom House, London, E.C.3). Analyst, 1957, 
and maltose can separated 
elution from carbon kieselguhr column main- 
tained optimum temp. means water- 
circulating jacket the Liebig type. The aq. 
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sample soln. ml) containing anhydrous 
passed through the column under specified condi- 
tions, and the column eluted with water the 
required temp. until 100 (the glucose eluate) has 
been collected. The column then eluted the 
required temp. with aq. ethanol, and further 
100 containing the maltose collected 
separate flask. After adjustment the vol. the 
eluates, the sugar determined each slight 
modification the volumetric method Somogyi 
(Bnit. Abstr. 1952, 393). The method for deter- 
mining the temp. which quant. recovery occurs 
with the particular batch carbon used described. 


2387. Detection and separation pectic substances 
paper chromatography and paper electrophoresis. 
Ujejski (Charles Kettering Foundn., Yellow 
Springs, Ohio). Ohio Sci., 1957, 57, 
the new procedure presented, conversion 
polygalacturonic acid esters into hydroxamates 
alkaline hydroxylamine, followed colour develop- 
ment with FeCl,, was used for detection paper; 
bromophenol blue was used locate free carboxylic 
acids. CHEM. ABSTR. 


2388. Determination crude fibre grain prod- 
ucts. Comparison the gravimetric procedure 
Scharrer and Kiirschner with rapid titrimetric 
method. 
1957, (3), 523-526.—Results obtained the 
Kamer and Ginkel titrimetric method (Cereal 
Chem., 1952, 29, 239) are good agreement with 
the gravimetric results. The titrimetric procedure 
shorter, but requires more individual attention 
than the gravimetric procedure, and cannot, there- 
fore, recommended its place for routine work. 

ARUP 


2389. Determination sulphydryl groups 
Pence (Western Utilization Res. Branch, 
Dept. Agric., Albany, U.S.A.). 
Chem., 1957, (3), specific ampero- 
metric titration thiol groups rotating plati- 
num electrode with either HgCl, (Kolthoff 
Anal. Chem., 1954, 26, 366) AgNO, (Benesch 
Biol. Chem., 1955, 216, 663) appears 
easily reproducible, more precise and probably 
more accurate than the titration 
(Holme and Spencer, 1952, 29, 251) for the 
determination thiol groups wheat and flour. 
For the amperometric titrations, the total flour 
protein was solubilised tryptic digestion. For 
the determination thiol groups cysteine and 
peptides low mol. wt., the procedure was modified 
slightly. N-Ethylmaleimide was added the flour 
extract digest, the excess reagent was bound 
crystalline bovine plasma albumin known 
titre, and the thiol groups the residual albumin 
were determined amperometric titration with 
HgCl, under conditions specified for proteins. 


2390. Determination nitrite, nitrate and sodium 
chloride meat products and brines. Grau and 
Mirna (Bundesforsch. fiir Fleischwirtschaft, 
Kulmbach, Germany). anal. Chem., 1957, 158 
(3), 182-189.—A sample suspended hot borax 
soln. treated with Carrez soln. (300 ZnSO, 
per litre), cooled and filtered. Nitrite determined 
aliquot the filtrate adding dil. aq. NH, 
and dil. and measuring the intensity the red 
colour produced the addition Griess reagent 


4.—BIOCHEMISTRY 


(sulphanilic acid soln. dil. acetic acid added 
soln. naphthylamine dil. acetic acid). From 
another aliquot, nitrite removed boiling 
with methanol and HCl. Nitrate then reduced 
nitrite adding dil. aq. NH, and passing the soln. 
through column pptd. Cd. Nitrate can 
determined within +5%. Sodium chloride 
determined another aliquot titration with 
soln., with soln. diphenylcarbazone 
bromophenol blue indicator. The results agree 
with those obtained Mohr’s method within 
+3%. BURGER 


2391. Quantitative paper chromatography phos- 
phate additives sausages. Gassner and 
Ender (Anorg. Chem. Werke 
Albert, Wiesbaden-Biebrich, Germany). 
LebensmittRdsch., 1957, (10), the 
paper-chromatographic separation ortho-, pyro-, 
trimeta- and poly-phosphates used additives 
sausages and other meat products, the problem 
hydrolysis polyphosphates during extraction 
procedures overcome applying the sample, 
homogenised paste with dil. EDTA (disodium 
salt) soln., direct the paper. After drying, 
extraction and development are combined 
using solvent prepared from isopropyl 
alcohol, water, 0-2 conc. aq. NH, and 
trichloroacetic acid, with without the 
addition 2-ethoxyethanol and dioxan. The 
separated bands phosphate are detected 
spraying with ammonium molybdate soln. followed 
reduction the resulting molybdophosphate 
molybdenum blue with metol sulphite soln. The 


various phosphates are characterised the 
values; ortho- and pyro-phosphates also produce 


recognisable shades blue. For quant. deter- 
mination individual phosphates, corresponding 
portions unsprayed strips are extracted with 
trichloroacetic acid and the phosphate deter- 
mined colorimetrically. For phosphate contents 
between 0-3 and the error +0-02%. 

APLING 


2392. Rapid method for the determination 
small amounts lactose milk and tissue suspen- 
sions mammary gland. Slater (Dept. 
Biochem., Univ. Coll., London). Analyst, 1957, 
lactose the only carbohydrate 
that occurs normal cow and rat milk other 
than trace amounts can determined them 
non-specific method. The method described 
based the development green colour when 
lactose, orcinol and Fe*+ are heated together 
conc. HCl. With protein-free material mixture 
the sample soln. (containing 200 
absolute ethanol heated boiling-water bath 
min. After cooling, absolute ethanol 
added, and the extinction measured 670 
and referred calibration graph which linear 
for the stated concn. lactose. For de-proteinising 
milk and tissue suspensions rat mammary gland, 
trichloroacetic acid effective agent. The 
orcinol method has the advantage over some other 
methods that not sensitive traces 
protein and that none the reaction variables 
used critical region. JONES 


2393. Chemical methods for analysis fruit and 
vegetable products. Anon. Canada, Dept. Agric., 
Div. Chem., Sci. Contribution No. 350, 1956, 
pp.—This collection methods used and 


2391-2396 


tested the Fruit and Vegetable Processing Labor- 
atory Summerland, B.C. Methods are set out 
detail for the analysis jams, jellies, etc., fruit 
juices, candied fruit and peel, dehydrated fruits and 
vegetables, mincemeat, pickles, wines and cider, 
and sauerkraut, and also for the determination 
SO, preserved fruit products, Ca, tannin and 
colouring matter titration) and crude fat 
ether extract. Enzyme tests for the adequacy 
blanching vegetables for freezing are also 
included. ABSTR. 


2394. Detection and determination non-ionic 
surface-active agents orange juice. Kawa- 
shiro and Hidenaga Takeuchi. Shikenjo 
Hokoku, 1956, (74), detection 
polyoxyethylene-400 (I) and -1500 (II) and Tween- 
(III) and -80 (IV) have been studied with 
iodine, 10% molybdophosphoric acid 
soln. BaCl, soln. and means the 
colour formed adding after 
heating the ppt. formed adding molybdophos- 
phoric acid the presence conc. H,SO, The 
gravimetric method described which the last 
reagent used. Recovery the agents from the 
juice was 92-5 102%. CHEM. ABSTR. 


2395. Complexometric determination sugar 
sweetened and fermented drinks the Potterat 
Eschmann method. Rentschler, Tanner and 
Dejung (Eidg. Versuchsanstalt, Wadenswil, 
Switzerland). Lebensmitt. Hyg., Bern, 1957, 
(4), The Potterat Eschmann method 
(cf. Anal. Abstr., 1955, was investigated 
establish optimum conditions, reproducibility, etc., 
for its use with fermented stone-fruit wines and 
grape juices, and was found give excellent results. 
some circumstances, for juices with low 
sugar content, preliminary adsorption Amber- 
lite IR-105 column gave increased accuracy owing 
the removal amino acids, etc. 


2396. Total content beer. 
Analytical method. Brenner, Jakab and 
Owades (Schwarz Lab., Inc., Mt. Vernon, 
N.J., Inst. Brewing, 1957, (5), 408- 
414.—The method modified from the ampero- 
metric procedure Benesch al. (J. Chem., 
ence electrode, buffering with 
methylamine, and adding glutathione definite 
time intervals permit graphical treatment. 
aliquot beer titrated with AgNO, till excess 
persists after min.; glutathione added 
amount exactly equiv. the added AgNO, and the 
titration continued till least three successive 
additions titrant give equal galvanometer deflec- 
tions. The end-point obtained extrapolating 
the linear portion the plot back zero current. 
The amount silver found added three 
further aliquots beer, followed glutathione 
after 2-, and 6-min. intervals, respectively, and 
the titrations are completed before. plot 
levels, found, against time linear, and 
extrapolation back zero time gives the figure for 
rapidly reacting Recovery averaged 
and reproducibility was good the range 
SO,, sulphates, chlorides and phosphates. Hydrogen 
sulphide measured with but can deter- 
mined separately and allowed for. 


Abstr. 


2397. Conductimetric hop analysis. 
and Hartong (Zuid Holland Brewery, The 
Hague, Holland). Inst. Brewing, 1957, (5), 
386-390.—The hops (15g) are extracted with 
benzene (100 ml) for min. mixer fitted with 
unfiltered soln. mixed with methanol (40 ml) and 
titrated conductimeter with fresh methan- 
olic acetate. the start, 0-5-ml portions 
titrant are added, but the resistance falls these 
are reduced are read after 
each addition, and their reciprocals conductiv- 
ities) are plotted ordinates against vol. titrant 
added. The plot initially linear, then bends and 
rises steeply second straight line. The inter- 
section the projected straight lines gives the 
vol. titrant used the which, when 
multiplied 2-54, gives the result percentage. 
Results compared well with those obtained older 
standard methods, and reproducibility was good. 
analysis could completed min. Froma 
concluded that general the accuracy hop 
analysis greater than that sampling from 


2398. Determination total and free sulphurous 
acid wine, the presence ascorbic acid. 
Kielhéfer and Aumann (Weinforschungsinst., 
Trier/Mosel, Germany). Mitt. Wein u.- Obstbau, 
Wien, (6), errors inherent 
the direct iodimetric titration are often consider- 
able owing the presence acetaldehyde, ascorbic 
acid, other reducing substances. Accurate 
results for total can obtained the 
method Paul 1954, 3118); the 
distillation the acidified sample (10 ml) the 
Lieb apparatus can carried out 
current air without interference oxidation 
the SO, the presence other reducing agents. 
Free H,SO, determined passing current 
air for min. through the acidified sample room 
temp. the distillation apparatus. 


2399. Determination diacetyl spirit. 
Salo and Suomalainen (Res. Lab., State 
Alcohol Monopoly, Helsinki, Finland). Lebens- 
1957, 106 (5), method 
based the spectrophotometric determination 
azone) (I) (in the quinonoid form) pyridine soln. 
containing ethylenediamine hydrate. Directions 
are given for the prep. from the sample 50% 
yield, with reaction time room temp. hr. 
After collection fine sintered-glass filter, the 
pptd. can washed, without loss, free from 
aldehydic and other hydrazones with the use 
followed absolute ethanol. 
The washed ppt. (derived from the sample) 
dissolved from the filter pure anhyd. pyridine, 
soln. added ethylenediamine hydrate; 
the mixture set aside for hr. before determining 
the extinction value Calibration 
curves are given for the determination 
per litre spirit. Samples containing 
per litre must appropriately diluted with pure 
ARUP 


Chromatographic and microbiological deter- 
mination amino acids different vinegars. 
Bourgeois (Vinaigerie Bourgeois Fréres Cie., 


4.—BIOCHEMISTRY 


Ballaigues, Switzerland). Mitt. Lebensmitt. 
Bern, 1957, (4), different types 
vinegar were examined chromatographically and 
microbiologically for amino-acid content. these, 
spirit vinegar was found contain amino acids, 
artificial vinegar none, wine vinegar 13, whey 
vinegar (Swiss national product) 13, and whey 
vinegar enriched with amino acids 15. The soln. 
analysed was prepared distilling litre each 
sample dryness vacuo 50° and dissolving 
the residue water. Chromatography 
formed radially and the descending technique, 
with paper No. 2043b and butanol glacial 
acetic acid- H,O (4:1:5) solvent. The spots 
were revealed treating the chromatogram with 
H,O. The amino acids were then quant. determined 
microbiological means. The results show that 
enriched whey vinegar contains the largest quantity 
each individual amino acid, spirit vinegar the 
least, and wine vinegar and whey vinegar have 
about equal contents. The absence amino acids 
artificial vinegar could used for distinguishing 
the natural and artificial products. 


2401. Hydroxamic acids. VIII. Colorimetric 
micro-determination formic esters. Application 
number the characterisation essences 
and flavours. Vonesch and Guagnini 
(Catedra Toxicologia Quimica Legal, Univ. 
Nac. Plata, Argentina). Asoc. Quim. 
Argentina, 1957, (2), determination, 
concn. limit p.p.m., based the measure- 
ment the absorption formohydroxamate. 
the ester soln. (0-05 0-8 ml) are added 
hydroxylamine hydrochloride 70°, ethanol 
containing phenolphthalein indicator, and sufficient 
aq. NH, produce pink colour (0-2 0-3 ml). 
the soln. diluted with ethanol, and the 
extinction read Tables are given 
characteristic formyl no. formyl per 
sample) for various natural and synthetic essences 
and flavours. Recovery experiments showed errors 


2402. Photometric determination sulphurous 
acid foods and drugs. Richter and Kny 
(Staatlichen Inst. fiir Arzneimittelpriifung, Berlin, 
Germany). LebensmittUntersuch., 1957, 106 (5), 
method based the reduction 
(separated from the sample steam-distilla- 
tion) malachite green neutral soln. The soln. 
the dye adjusted give extinction value 
1-2 cell with the use Pulfrich photo- 
meter and filter S61. the (neutral) distillate 
the sample) are added phosphate buffer soln. 
counteract the reducing action aldehydes 
present distillates from fruit products, drops 
1°, aq. phenylhydrazine hydrochloride must 
added before the addition the dye. The extinc- 
tion value the mixture measured 2-cm 
cell after min. calibration curve given from 
which the SO,?- can found from the 
reduction the extinction value. Concn. 0-004 
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2403. Rapid testing oilseeds for oil quantity 
and iodine number oil. Neustadt. 
Dept. Agric., Tech. 1957, No. 1171, pp.— 
The older methods, extraction, specific gravity 
and refractometer, are reviewed. new method 
described, which high-speed grinder extractor 
and o-dichlorobenzene are used extract the oil, 
followed the measurement its dielectric 
properties specially designed high-frequency 
oscillator, and correction for moisture content, 
which determined separately. Precise details 
are given for the estimation soya, linseed, sun- 
flower- and safflower-seed oils. The iodine value 
determined refractometrically and simple hand 


2404. The distinction between animal and vege- 
table fats. Sulser and (Lab. des 
Gesundheitsamtes, Bern, Switzerland). Mitt. 
Lebensmitt. Hyg., Bern, 1957, (4), 248-258.— 
The occurrence cholesterol the unsaponifiable 
matter animal fat and phytosterols that 
from vegetable sources used the basis 
chromatographic method for detecting one kind 
fat the other. soln. the unsaponi- 
sterols) applied paper No. 2043b that 
has been impregnated with liquid 
benzene. radial chromatography 
used, with aq. acetic acid that has been 
shaken with liquid paraffin the mobile phase. 
The dried chromatogram sprayed with soln. 
shown red bands, which fade after min. 
improved results, but less specific. Pure chol- 
esterol, sitosterol and ergosterol were separated 


2405. Paper chromatography lipids. 
Mangold (Univ. Minnesota, The Hormel Inst., 
Austin, U.S.A.). Amer. Chem. Soc., 1957, 
(8), detailed account given 
qual. and quant. analysis straight-chain fatty 
acids and their derivatives. Whatman No. paper 
was impregnated with soln. silicone (Dow 
Corning 200) ether. The solvent was acetic 
acid water (85:15) 30°, and the ascending 
technique was used. The spots were revealed 
humidification the papers, followed exposure 
iodine vapour. Alternatively, the papers were 
ethanol (7:3), air-dried and then exposed iodine. 
This permitted the detection Cy, acid. 
values are given for saturated and unsaturated 
acids, methyl esters, aldehydes and alcohols. For 
quant. work, the spots revealed were measured with 
densitometer 445 and the area under the 
curves measured with planimeter. Examples 
this technique are given involving stearic, oleic, 
linoleic and linolenic acids, methyl esters and tri- 
saturated and unsaturated acids separated. 
Autoxidation lipids during chromatography was 
found negligible. practical application 
these methods involving analysis fatty acids 
menhaden oil given. Dux 


2406. rapid method for the determination the 
iodine value fats. Pokorny (High-School 
Chem. Technol., Prague). Potravin, 1957, 
(9), addition mercuric acetate 
glacial acetic acid (20g HgO dissolved with 


2403-2411 


slight heating litre acetic acid) 
accelerates the determination the iodine value 
the method Hanus, Rosenmund Kuhnhenn 
Woburn. 


2407. Determination iodine value with bromine 
vapour. Morgner (VEB Lack- und Druck-farben, 
Satisfactory results have been obtained 
fied bromine-vapour method for the determination 
unsaturation, not only for non-conjugated and 
conjugated fatty oils, but also for synthetic poly- 


2408. The reporting peroxide values for aut- 
oxidised fats. Barthel. 
1957, (5), drawn the 
inconvenience caused the use different units 
for the active peroxide-O absorbed, viz, 0-002 
equiv. per kg, per millimoles per kg. 
Factors for the interconversion the units are 
given. The use single unit, e.g., the Lea value, 


2409. Volatile saturated aliphatic aldehydes 
rancid fat. Gaddis and Ellis (Agric. Res 
Service, Beltsville, Md., U.S.A.). Science, 1957, 
126, 745.—The carbonyl compounds are separated 
hydrazine, the derivatives are extracted, chromato- 
alumina and the various fractions 
absorption. The results with rancid pork fat 
before and after cooking are reported. 

Kirkpatrick 


2410. Determination thiamine and mercapto- 


thiamine. BudéSinsky and (Res. 
Inst. Pharm. and Biochem., 
Farm., 1957, (6), (I) 
quant. pptd. with bismuth potassium iodide (II), 
and the the ppt. determined complexo- 
metrically. Procedure (120 300 the 
hydrochloride) dissolved H,O and 
acidified with conc. ml), and soln. 
ml) and 0-25 are added. The vol. 
made with re-distilled H,O and the 
mixture shaken thoroughly. After filtration 
through dry filter, part the filtrate (25 ml) 
mixed with Na,S,O, and acetate 
buffer (pH 4-7) (10 ml), and titrated with 0-05 
EDTA until the yellow colour the soln. dis- 
charged. Mercaptothiamine (III) titrated poten- 
tiometrically with KBrO, acid medium. 
Procedure (80 100 mg) dissolved 
re-distilled H,O (40 ml) and conc. and 
650 


2411. Application the polarised platinum 
electrode the determination ascorbic acid 
fruit products. Curtis (H. Carter Co. 
Ltd., The Royal Forest Factory, Coleford, Glos., 
England). Analyst, 1958, 88, 54-55.—The 
method Foulk and Bawden Amer. 
Chem. Soc., 1926, 48, 2044) adapted Liebmann 
and Ayres (Analyst, 1945, 70, 411) normally gives 
satisfactory results, but loss precision occurs 
when applied the determination low 
ascorbic acid. The modifications now 
described improved the precision the method. 
The electrodes were very smal! surface area and 
Mullard millivoltmeter with modified circuit 


Abstr. 


was used measure the e.m.f. The dye soln. was 
added increments 20-sec. intervals 
near the end-point, mixing being effected means 
stream O-free and the e.m.f. was measured 
sec. after each addition dye soln. The coeff. 
variation for quadruplicate determinations with 
soln. blackcurrant syrup was compared 
with 1-4% the original method, and the accuracy 
with soln. pure ascorbic acid ranged from 99-7 
The accuracy was not affected the 


See Determination As. 
Colorimetric determination vanillin. 2238, 
Identification higher fatty acids. 2240, Deter- 
mination citric acid. 2241, Chromatographic 
separation synthetic peach extracts. 
Determination intermediates the synthesis 
vitamin from citral. Micro-determination 
reducing sugars. Determination pyri- 
doxine. 


Sanitation 


2412. Estimation toxic gases air. 
Phenol. Fukuyama, Tokuro Sato and 
Hideko Kimura. Hékoku, 1957, 
33-37.—The diazotised (I) reaction 
(Moir, African Chem. Inst., 1922, 
applied the determination phenol 
500 per min. and dilute Neutralise 
portion with HCl, and dilute 
conc. HCl per 100 mixed with 1-5 fresh 
soln. and determine the extinction 
coeff. 470 within min. For the blank 
Na,CO, soln. The stable value reached 
when added from min. after its prepara- 
tion. The concn. phenol-trapping NaOH, and 
the interval each step the procedure, 
and aeration time are discussed. CHEM. ABSTR. 


2413. The determination parathion (diethyl 
p-nitrophenyl vapour and dust 
the air. Gage (Ind. Hyg. Res. Lab., 
Ltd., Welwyn, England). Anal. Chim. Acta, 1957, 
the air drawn through Whatman No. filter- 
paper cellulose powder (chromatography grade) 
and the trapped dust and vapour parathion 
reduced with Zn-Cu couple HCl and 
ethanol vol.) room temp. The amino 
derivative then diazotised and coupled with 
form azo dye, the 
extinction which determined spectrophoto- 
metrically The reduction can made 
directly column cellulose powder containing 
zinc dust, and the amino compound eluted there- 
from. The concn. (10 parathion 
obtained reference visual standards 
working curve. Recoveries are from 100% 
for concn. per cu. metre air. 

BAKER 


2414. Polarographic analysis water. Deter- 
mination the hardness and alkali elements. 
Proszt and (Inst. Inorg. Chem., Tech. 
Univ., Budapest). Chem. Zvesti, 1957, (4), 
204.—With the use the streaming mercury 


electrode and tetramethylammonium chloride 
supporting electrolyte, Na, and can 
polarographically determined. 0-4 electrolyte 
wave corresponding the total amount 
plus and two single waves and are 
registered. comparison with the complexometric 
determination and Mg, the polarographic 
method yields more accurate results and very 
rapid. 


2415. Rapid potentiometric determination sul- 
phates, chlorides and nitrates water. Wagner 
(Lab. Chim., Bull. Cent. 
Belge Etud. Docum. Eaux, 1957, (37), 164-168.— 
The sample (20 200ml) passed through 
cation-exchange column (sulphonated polystyrene, 
form), CO, removed bubbling air through 
the eluate for min., after which three potentio- 
metric titrations are made consecutively with 
0-2 Ba(OH), equiv. point between 
and glass electrode being used, with 
7-65 (v/v) ethanol alcohol 
must present minimise interference BaSO, 
during the titration BaCl, and and 
with 0-2 AgNO, soln. p.d. —275 mV, 
silver electrode being used. The concn. 
Cl- and are calculated from the titra- 
tion values and the formulas given. With four 
columns, four samples can analysed ~70 
min.; reproducibility and accuracy are high. More 
than 3mg per litre should removed 
initially addition basic lead carbonate 


2416. Coulometric determination the oxidis- 
Document. des Eaux, Liége, Belgium). 
Bull. Cent. Belge Etud. Docum. Eaux, 1957, (37), 
samples H,O (containing added glycerol, phenol 
sucrose) indicate that 
can obtained only using oxidising 
agent and boiling the mixture for 2-5 hr. conical 
flask provided with ground-glass joint and reflux 


condenser. blank should always run con- 
currently. The coulometric titration the 
soln. made const. c.d., the 


system platinum electrode the S.C.E. being used 
with separate compartments for the cathode and 
anode. 


2417. The wet combustion organic substances 
with iodic acid. II. Oxygen consumed and carbonic 
acid formed total combustion. measure the 
non-volatile organic substances waters. 
Kleinert. 1957, (9), 
mol. ratio carbonic acid oxygen (combustion 
factor) gives indication the nature the org. 
substances present the water. Oxygen chemi- 
cally consumed and carbonic acid formed, con- 
junction with the combustion factor, provide 
measure the org. substances waters. 

SERGEANT 


2418. Rapid methods boiler-water analysis. 
Banks and Robson (Central Electricity 
Authority, North Wilford Power Sta., Nottingham, 
England). Analyst, 1958, 88, 98-102.—-To deter- 
mine Cl-, sample titrated with H,SO, 
the end-point B.D.H. indicator, neutralised 
mercuric soln. added, and the well- 
mixed liquid titrated with H,SO, the same end- 
point before. determine total acidity and 


the water passed through column 
Zeo-Karb 225 resin form). After rejecting the 
first eluate the water collected, boiled remove 
CO,, cooled, and titrated red methylene 
blue indicator with NaOH soln. suitable 
determine neutral Ce(NO,), soln. 
added the accurately neutralised eluate, which 
again titrated with NaOH soln. the same end- 
point before. The content found 
deducting the titre and half the titre 
from the total acidity titre and multiplying the 
appropriate factor. are present, they may 
determined neutralising the water thymol 
blue phenolphthalein indicator, adding neutralised 
formaldehyde soln. and titrating 
alkaline soln. with acid. There interference 
from SiO,, and the determination 
acidity, Cl- and SO,?-. Tannin should removed 
with charcoal before determination 
JONES 


2419. Recommended methods for the analysis 
trade effluents. Method for the determination 
synthetic detergents. The Joint 
Committee Methods for the Analysis Trade 
Effluents. Analyst, 1957, 82, anionic 
detergents low concn. (20 150 yg), the chloro- 
form extract the complex formed with methylene 
blue alkaline soln. compared spectrophoto- 
metrically with standards prepared from Manoxol 
sodium-sulphosuccinate (I). 
For higher concn. per litre sample), the 
blue complex chloroform soln. titrated with 
cetylpyridinium bromide soln. and the titre com- 
pared with that standard soln. Alterna- 
tively, the anionic agent titrated with standard 
cetyltrimethylammonium bromide soln. the 
presence blue and chloroform until 
the blue complex formed the excess titrant 
and bromophenol blue appears. The titre com- 
pared with that standard soln. For 
cationic agents (concn. >10 per litre), standard 
cetylpyridinium bromide soln. titrated with 
soln. the presence methylene blue and 
chloroform until both layers are the same colour 
when viewed reflected light. The sample then 
titrated similarly with the soln. thus stan- 
dardised. tentative method for more dilute 
cationic detergents depends the pptn. 
which then determined either spectrophoto- 
metrically or, after decomposition, colorimetric 
determination the phosphate. the tentative 
method suggested for mixtures anionic and 
cationic agents, the two types are separated 
means cation-exchange resin before application 
the methods described. JONES 


2420. Recommended methods for the analysis 
trade effluents. Methods for the determination 
phosphorus and acid-soluble sulphate. Joint 
Committee Methods for the 
Analysis Trade Effluents. Analyst, 1958, 83, 
50-52.—For total inorganic suitable vol. 
effluent mixed with enough H,SO, make the 
acidity then boiled constant vol. for min., 
cooled, filtered and almost neutralised phenol- 
phthalein with NaOH soln. Specified amounts 
ammonium molybdate soln. and metol sulphite 
soln. (prep. described) are added and the mixture 
heated boiling water for min., cooled and 
diluted toa known vol. The extinction measured 
650 absorptiometrically with suitable 
red filter and referred calibration graph. 
Alternatively, the colour may measured visually, 
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standard soln. KH,PO, being treated with 
molybdate and soln. described 
for the sample. Acid-sol. are determined 
pptn. BaSO, under controlled conditions, igniting 
the collected ppt. 800° and weighing it. 


2421. separation’ and determination 
amino acids trade waste-waters paper chroma- 
tography. Hissel, Bartholome, Dethier 
and Pire (Centre Belge d’Etude Document. des 
Eaux, Liége, Belgium). Cent. Belge Etud. 
Eaux, 1957, (37), sample 
ml) added and the mixture heated under 
reflux for ~18 hr. The soln. evaporated 
dryness vacuo and the residue dissolved 
enough fill the cathode compartment 
electrolytic cell which the interfering inorganic 
ions are removed. The soln. filtered, 
evaporated dryness vacuo, and the residue 
This soln. for the subsequent two-dimensional 
paper chromatography (to separate the amino 
acids) should contain protein per ml. 
2043b paper (30cm 30cm) with butanol acetic 
acid H,O (4:1:5) and, after drying the paper for 
hr., the second chromatogram developed (at 
90° the first) with phenol the 
paper being dried +50°. The spots are revealed 
immersing the strips soln. nin- 
hydrin acetone, drying for min. 76°, and 
keeping for hr. darkness. The values 
amino acids separated each the two 
solvents are listed. one-dimensional 
paper chromatography (strips 58cm 29cm), 
with phenol saturated with H,O solvent phase 
and aq. NH, and 1°, aq. KCN saturating 
phase, the concn. each amino acid the sample 
can determined. Not more than five seven 
amino-acids should present and their concn. 
should from The max. extinc- 
tion the spots (four for each sample) measured 
photo-electrically, and the mean value compared 
with that for different known concn. the same 
amino acid, these standard spots being developed 
the same chromatogram. calibration curve 
for each amino acid always necessary. 
for dairy waste-water (0, days) are reported. 

BAKER 

See also Colorimetric determina- 
tion 2164, Polarographic determination 
and 2165, Spectrophotometric 
determination 2197, Identification 
halide and sulphate sub-micron particles. 2201, 
Determination water air. 2202, Deter- 
mination Cl- and water. 2290, Determin- 
ation phenol gasworks effluents. 


Agriculture and Plant Biochemistry 


2422. The determination organic phosphoric 
acid compounds plants. Wenzel (Tech. Univ., 
Berlin). Landwirtsch. Forsch., 1957, Special No. 
74-76.—By shaking dry methanolic residue with 
benzene and 0-1 inorganic phosphorus was 
separated from organic phosphorus. adsorption 
filtration the hydrochloride phase carbon black 
(produced from sucrose) caused separation pure 
phosphatides from the nucleoprotein constituent 
the lipoprotein complex. Extraction the 
sample with HCl (treated with methanol) 


Abstr. 


was used measure the e.m.f. 
added increments 20-sec. intervals 
near the end-point, mixing being means 
stream O-free and the e.m.f. was measured 
sec. after each addition dye soln. The 
variation for quadruplicate determinations with 
soln. blackcurrant syrup was 0-6% compared 
with the original method, and the accuracy 
with soln. pure ascorbic acid ranged from 99-7 
The accuracy was not affected the 
titrated soln. JONES 


See also Determination As. 
Colorimetric determination vanillin. 
Identification higher fatty acids. 2240, Deter- 
mination citric acid. 2241, Chromatographic 
separation synthetic peach extracts. 
Determination intermediates the synthesis 
vitamin from citral. 2820, Micro-determination 
reducing sugars. 2374, Determination pyri- 
doxine. 


Sanitation 


2412. Estimation toxic gases air. 
Phenol. Fukuyama, Tokuro Sato and 
33-37.—The diazotised (I) reaction 
(Moir, African Chem. Inst., 1922, 
applied the determination phenol air. 
500 per min. and dilute Neutralise 
portion with HCl, and dilute 
per 100 mixed with 1-5 fresh 
5°, NaNO, soln.). After min. add 
15% soln. and determine the extinction 
coeff. 470 within For the blank 
soln. The stable value reached 
when added from min. after its prepara- 
tion. The concn. phenol-trapping NaOH, and 
the interval each step the procedure, 
and aeration time are discussed. CHEM. ABSTR. 


2413. The determination parathion 
p-nitrophenyl vapour and dust 
the air. Gage (Ind. Hyg. Res. Lab., 
Ltd., Welwyn, England). Chim. Acta, 1957, 
(3), 291-294 (in 200 litres 
the air drawn through Whatman No. filter- 
paper cellulose powder (chromatography grade) 
and the trapped dust and vapour parathion 
reduced with Zn-Cu couple HCl and 
ethanol vol.) room temp. The amino 
derivative then diazotised and coupled with 
N-sulphatoethyl-m-toluidine form azo dye, the 
extinction which determined spectrophoto- 
metrically The reduction can made 
directly column cellulose powder containing 
zinc dust, and the amino compound eluted there- 
from. The concn. (10 parathion 
obtained reference visual standards 
working curve. Recoveries are from 100% 
for concn. per cu. metre air. 

BAKER 


2414. Polarographic analysis water. Deter- 
mination the hardness and alkali elements. 
Proszt and (Inst. Inorg. Chem., Tech. 
Univ., Budapest). Chem. Zvesti, 1957, (4), 
204.—With the use the streaming mercury 


The dye soln. was 


electrode and tetramethylammonium chloride 
supporting electrolyte, Na, and can 
polarographically determined. 0-4 electrolyte 
wave corresponding the total amount 
plus and two single waves and are 
registered. comparison with the complexometric 
determination and Mg, the polarographic 
method yields more accurate results and very 
rapid. ZYKA 


2415. Rapid potentiometric determination sul- 
phates, chlorides and nitrates water. Wagner 
(Lab. Chim., ARBED-Belval). Cent. 
Belge Etud. Docum. Eaux, 1957, (37), 164-168.— 
The sample (20 200ml) passed through 
cation-exchange column (sulphonated polystyrene, 
form), CO, removed bubbling air through 
the eluate for min., after which three potentio- 
metric titrations are made consecutively with 
0-2 Ba(OH), equiv. point between 
and glass electrode being used, with 
7-65 (v/v) ethanol isopropyl alcohol 
must present minimise interference BaSO, 
during the titration BaCl, and and 
with 0-2 AgNO, soln. p.d. —275 mV, 
silver electrode being used. The concn. 
Cl- and are calculated from the titra- 
tion values and the formulas given. With four 
columns, four samples can analysed 
min.; reproducibility and accuracy are high. More 
than 3mg per litre should removed 
initially addition basic lead carbonate 


2416. Coulometric determination the oxidis- 
ability water Hissel (Centre Belge 
d’Etude Document. des Eaux, Liége, Belgium). 
Bull. Cent. Belge Etud. Docum. Eaux, 1957, (37), 
samples H,O (containing added glycerol, phenol 
sucrose) indicate that reproducible results 
can obtained only using Ce** oxidising 
agent and boiling the mixture for hr. conical 
flask provided with ground-glass joint and reflux 


condenser. blank should always run con- 
currently. The coulometric titration the 
soln. made const. c.d., the 


system platinum electrode the being used 
with separate compartments for the cathode and 
anode. 


2417. The wet combustion organic substances 
with iodic acid. II. Oxygen consumed and carbonic 
acid formed total combustion. measure the 
non-volatile organic substances waters. 
Kleinert. 1957, (9), 
mol. ratio carbonic acid oxygen (combustion 
factor) gives indication the nature the org. 
substances present the water. Oxygen chemi- 
cally consumed and carbonic acid formed, con- 
junction with the combustion factor, provide 
measure the org. substances waters. 

SERGEANT 


2418. Rapid methods boiler-water analysis. 
Banks and Robson (Central Electricity 
Authority, North Wilford Power Sta., Nottingham, 
England). Analyst, 1958, 88, deter- 
mine Cl-, sample titrated with H,SO, 
the end-point B.D.H. indicator, neutralised 
mercuric soln. added, and the well- 
mixed liquid titrated with H,SO, the same end- 
point before. determine total acidity and 


PO,3-, the water passed through column 
Zeo-Karb 225 resin form). After rejecting the 
first eluate the water collected, boiled remove 
CO,, cooled, and titrated methyl red methylene 
blue indicator with NaOH soln. suitable concn. 
determine neutral Ce(NO,), soln. 
added the accurately neutralised eluate, which 
again titrated with NaOH soln. the same end- 
point before. The SO,?- content found 
deducting the Cl- titre and half the titre 
from the total acidity titre and multiplying the 
appropriate factor. are present, they may 
determined neutralising the water thymol 
blue phenolphthalein indicator, adding neutralised 
formaldehyde soln. and titrating 
alkaline soln. with acid. There interference 
from SiO,, and the determination 
acidity, Cl- and should removed 
with charcoal before determination 
JONES 


2419. Recommended methods for the analysis 
trade effluents. Method for the determination 
synthetic detergents. The Joint 
Committee Methods for the Analysis Trade 
Effluents. Analyst, 1957, 82, 826-834.—For anionic 
detergents low concn. (20 150 the chloro- 
form extract the complex formed with methylene 
blue alkaline soln. compared spectrophoto- 
metrically with standards prepared from Manoxol 
O.T. sodium-sulphosuccinate (I). 
For higher concn. per litre sample), the 
blue complex chloroform titrated with 
cetylpyridinium bromide soln. and the titre com- 
pared with that standard soln. Alterna- 
tively, the anionic agent titrated with standard 
cetyltrimethylammonium bromide soln. the 
presence blue and chloroform until 
the blue complex formed the excess titrant 
and bromophenol blue appears. The titre com- 
pared with that standard soln. For 
cationic agents (concn. >10 per litre), standard 
cetylpyridinium bromide soln. titrated with 
soln. the presence methylene blue and 
chloroform until both layers are the same colour 
when viewed reflected light. The sample then 
titrated similarly with the soln. thus stan- 
dardised. method for more dilute 
cationic detergents depends the pptn. 
which then determined either spectrophoto- 
metrically or, after decomposition, colorimetric 
determination the phosphate. the tentative 
method suggested for mixtures anionic and 
cationic agents, the two types are separated 
means cation-exchange resin before application 
the methods described. JONES 


2420. Recommended methods for the analysis 
trade effluents. Methods for the determination 
phosphorus and acid-soluble sulphate. Joint 
Committee Methods for the 
Analysis Trade Effluents. Analyst, 1958, 88, 
50-52.—For total inorganic suitable vol. 
effluent mixed with enough H,SO, make the 
acidity then boiled constant vol. for min., 
cooled, filtered and almost neutralised phenol- 
phthalein with NaOH soln. Specified amounts 
ammonium molybdate soln. and metol sulphite 
soln. (prep. described) are added and the mixture 
heated boiling water for min., cooled and 
diluted toa known vol. The extinction measured 
650 absorptiometrically with suitable 
red filter and referred calibration graph. 
Alternatively, the colour may measured visually, 
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standard soln. KH,PO, being treated with 
molybdate and metol soln. described 
for the are determined 
pptn. BaSO, under controlled conditions, igniting 
the collected ppt. 800° and weighing it. 

JONES 


2421. separation’ and determination 
amino acids trade waste-waters paper chroma- 
tography. Hissel, Bartholome, Dethier 
and Pire (Centre Document. des 
Eaux, Belgium). Bull. Cent. Belge 
Docum. Eaux, 1957, (37), 175-183.—The sample 
ml) added and the mixture heated under 
reflux for ~18 hr. The soln. evaporated 
dryness vacuo and the residue dissolved 
enough fill the cathode compartment 
electrolytic cell which the interfering inorganic 
ions are removed. The soln. filtered, 
evaporated dryness vacuo, and the residue 
dissolved 2ml aq. alcohol. 
This soln. for the subsequent two-dimensional 
paper chromatography (to separate the amino 
acids) should contain protein per ml. 
2043b paper (30cm 30cm) with butanol acetic 
acid H,O (4:1:5) and, after the paper for 
hr., the second chromatogram developed (at 
90° the first) with phenol aq. the 
paper being dried The spots are revealed 
immersing the strips soln. nin- 
hydrin acetone, drying for min. 76°, and 
keeping for hr. darkness. The values 
amino acids separated each the two 
solvents are listed. using one-dimensional 
paper chromatography (strips 58cm 29cm), 
with phenol saturated with H,O solvent phase 
and aq. and 1°, aq. KCN saturating 
phase, the concn. each amino acid the sample 
can determined. Not more than five seven 
amino-acids should present and their concn. 
should from The max. extinc- 
tion the spots (four for each sample) measured 
photo-electrically, and the mean value compared 
with that for different known concn. the same 
amino acid, these standard spots being developed 
the same chromatogram. calibration curve 
for each amino acid always necessary. Results 
for dairy waste-water (0, and days) are reported. 

BAKER 


See also Abstracts—2163, Colorimetric determina- 
tion 2164, Polarographic determination 
and NO,-. 2165, Spectrophotometric 
determination 2197, Identification 
halide and sulphate sub-micron particles. 2201, 
Determination water air. 2202, Deter- 
mination Cl- and water. 2290, Determin- 
ation phenol gasworks effluents. 


Agriculture and Plant Biochemistry 


2422. The determination organic phosphoric 
acid compounds plants. Wenzel (Tech. Univ., 
Berlin). Landwirtsch. Forsch., 1957, Special No. 
74-76.—By shaking dry methanolic residue with 
benzene and 0-1 inorganic phosphorus was 
separated from organic phosphorus. adsorption 
filtration the hydrochloride phase carbon black 
(produced from sucrose) caused separation pure 
phosphatides from the nucleoprotein constituent 
the lipoprotein complex. Extraction the 


sample with HCl (treated with methanol) 


Abstr. 2423-2429) 


dissolves the phytin-protein complex and the inorg. 
H,PO,. The adsorption filtration separates the 
nucleoprotein-phosphorus from phytin. the 
determination the total H,PO, the filtrate from 
the adsorption filtration the HCl extract and 
the determination inorg. H,PO, this filtrate, 
the phytin-H,PO, was determined difference. 
CHEM. ABSTR. 


2423. Determination dihydroxyquercetin 
Douglas fir and western larch wood. Barton 
and Gardner (Forest Products Lab., Univ. 
British Columbia, Vancouver, Canada). 
Chem., 1958, (2), 279-281.—The sawdust 
mesh) extracted water bath with successive 
ml, min. each), the extracted sawdust washed 
with water and the combined extracts and washings 
acetone and glacial acetic acid 65° 
0-1° for min. The reduced soln. decanted into 
25-ml flask, the zinc washed twice with total 
acetone which added the flask, 1-0 
conc. added, the whole mixed thoroughly 
and made volume with acetone. The 
reddish-purple colour forms once, reaches 
maximum min. and remains constant for 
photometer, with 525 green filter, and the result 
referred standard curve prepared reducing 
known dihydroxyquercetin soln. with the same 
grade zinc. leucoanthocyanin-like substance 
Douglas fir, which produces the same colour, 
not extracted water; other interfering 3-hydroxy- 
flavanones not occur Douglas fir, and are 
present only traces western larch wood. 

Essery 


2424. Quantitative and qualitative determination 
salts impregnated wood. Simon and 
Rabowsky (Tech. Hochschule, Dresden). Chem. 
Tech., Berlin, 1957, (10), 
methods for the detection and determination 
and and are described. For 
the detection the wood sample painted 
with acetic acid soln. acetate and, after 
this has soaked in, soln. Eriochrome cyanine 
painted on. The appearance blue violet 
stain after min. 100° indicates For the 
detection As, the sample painted with soln. 
100° for min., when the appearance brown 
black stain indicates As. For the quant. deter- 
mination Cr, and pt. the wood 
shavings carbonised with pt. NaOH, 10g 
Na,O, added the cold mass, the product 
re-melted and heated for min., cooled, and 
dissolved water for analysis the usual methods. 


2425. Note acetone-soluble material cotton- 
seed meals. King, Frampton and 
Altschul (S. Reg. Res. Lab., New Orleans, La.). 
Amer. Oil Chem. Soc., 1957, (5), 247-249.— 
Egg-volk discoloration occurs when laying hens are 
fed cottonseed meals containing gossypol 
gossypol-like substances. method determining 


these substances consists extraction with 70% aq. 
acetone and transferring the extract benzene. 
This soln. then heated with aniline form the 
dianilino derivative, which determined quant. 
spectrophotometer Commercial meals 
were found contain 0-04% free gossypol. 

Dux 


4.—BIOCHEMISTRY 


Getzendaner ana Kutschinski (Dow Chemical 
Co., Midland, Mich., U.S.A.). Agric. Food Chem., 
1957, (9), dalapon present 
sugar-cane juice are extracted with ether 
and isolated chromatographically. The dichloro- 
propionic acid then converted into pyruvic acid 
and determined colorimetrically the 
phenylhydrazone. artificially fortified samples, 
recovery was ~78% with 0-1 p.p.m. sensitivity. 
Details are given the continuous liquid liquid 
extractor and the prep. the siliconised Super- 
Cel chromatographic column. 


2427. Determinations parathion, para-oxon 
organic tissue material. Karlog (Royal Vet. 
and Agric. Coll., Copenhagen, 
Pharm. Tox., Kbh., 1957, (1), the 
method described, tissue samples are extracted with 
mixture ether and ethanol; after evaporation, 
the extract dissolved aq. methyl cyanide 
and passed through column alumina impreg- 
nated with mixture soft and liquid paraffins. 
The total eluate acidified, and parathion, para- 
oxon and p-nitrophenol are extracted into ether, 
which then evaporated dryness. aliquot 
the residue, re-dissolved ether, chromato- 
graphed 27° the descending technique 
Whatman No. paper equilibrated for hr. with 
10% aq. methyl cyanide soln. (stationary phase) 
and light petroleum saturated with methy! cyanide 
soln. (mobile phase). After development, the three 
compounds are identified values (0-88, 0-39 
and 0-09, respectively); the appropriate spots are 
cut out, eluted with 50% v/v ethanol, and p-nitro- 
phenol determined from the extinction (corrected 
the compounds after administration para- 


2428. Rapid procedure for the recognition 
parathion-methyl the presence parathion. 
Toubol (Lab. Off. Chim. Casablanca). 
Ann. Falsif., 1957, method 
described for the qual. examination insecticides 
containing (I) parathion 
based the reaction with Schiff’s reagent after 
preliminary oxidation. The material 
saponified for min. with ethanolic KOH 
soln. (for with aq. KOH (for II). The 
cooled mixture diluted, filtered, neutralised with 
mixed with soln. (1%) ml) followed 
concn. H,SO, (0-2 ml) and, after min., saturated 
oxalic acid soln. ml) added. For the detection 
added. Schiff’s reagent ml) run and any 
violet colour produced due the presence 


2429. Polarographic method for quantitative 
evaluation isomers and derivatives diethyl 
p-nitrophenyl phosphorothionate (parathion) after 
separation paper chromatography. 
(Res. Inst. Agrochem. Technol., Bratislava, Czecho- 
slovakia). Chem. Zvesti, 1957, (3), 
out the separated spots under u.v. 
light and divide into small 3mm) squares. 
Transfer dry vessel and mix with 
supporting electrolyte containing 90% 
ethanol and 10% acetate buffer soln. 
acetic acid 0-1 acetate) (1:1). After min. 


register the polarographic waves. When determin- 
ing the remaining polarographically active sub- 
stances the technical product, moisten the rest 
the chromatogram with ethanolic KOH 
and heat for min. 100°; the resulting spots are 
detected Cut out the spots, 
transfer them vessel and mix with NaOH 
The next day add anhyd. acetic acid 
(0-05 ml) and register the polarographic wave 
p-nitrophenol. 


2430. Determination p-chlorobenzyl p-chloro- 
phenyl sulphide (chlorbenside) and p-chlorobenzyl 
sulphoxide (chlorbenside sulphoxide) 
residues apples. Watson (Dominion Lab., 
D.S.1.R., Wellington, New Zealand). Agric. 
Food Chem., 1957, (9), 679-681.—Results were 
obtained adding known amounts chlorbenside 
and its sulphoxide light petroleum extracts 
unsprayed apples. These acaricides can deter- 
mined alone, presence each other presence 
other insecticides, e.g., Ovotran 
p-chlorobenzenesulphonate), DDT 
ethyl Analysis both substances 
based u.v. absorption chlorbenside 262 my, 
after the removal interfering substances 
chromatography. the reduction chlorbenside 
sulphoxide, and HCl gave the best results. 
Good recoveries acaricides are obtained from 
apple extracts. 


2431. Colorimetric method for the determination 
(PRD). Burchfield and Schuldt (Boyce 
Thompson Inst. for Plant Res., Inc., Yonkers, N.Y., 
U.S.A.). Contr. Thompson Inst., 1957, 
77-86.—PRD treated with pyridine 
boiling-water bath and the soln. made M/3 with 
respect NaOH some hr. after cooling. 
absorption max. 454 occurs within 
min. after the addition alkali, and Beer’s 
extracted from soil dichloromethane, and most 
the interferences can removed adsorption 
mixture Norit-A and Florisil. The 
and well the dehydrochlorination 
give identical results when absorbances are com- 
puted molar basis. BRICKELL 


2432. Colorimetric method for the determination 
cyclethrin 
cyclopent-2-enyl 
Sweeney and Williams (Agric. Marketing 
Service, U.S. Dept. Agric., Savannah, Ga., U.S.A.). 
Agric. Food Chem., 1957, (9), 670-672.— 
Pyrethrins and cyclethrin pyrethrin-type insecti- 
cide) when heated with reagents containing H,PO, 
give red colours having max. absorbance from 545 
550 my, but the cyclethrin colour reaction differs 
from that the pyrethrins with respect the 
composition the colour-producing agent, length 
heating time and stability the colour complex 
heat. Best results were obtained with 
H,PO, reagent and heating for min. 100°. 
Beer’s law obeyed within the range yg. 
Below approximation may obtained. 
Piperonyl butoxide (10:1) sulphoxide (5:1) 
interfered with colour development cyclethrin, 
but these substances can separated chromato- 
graphy. 


See also Abstracts—2240, Determination citric 
acid. 2885, Identification parathion mixtures. 
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TECHNIQUE AND 
LABORATORY APPARATUS 


General 


2433. rack for flasks. 
Dean (Mulago Hosp., Kampala, Uganda, 
Africa). Clin. Path., 1957, (3), 
The construction circular type support for 
flasks that can fitted gas-ring burner 


2434. Valve for the grease-free manipulation 
Research Lab., Welwyn, England). 
1957, (9), 369-370.—The valve comprises two 
chambers, each approx. diameter and 
long, blown length capillary tubing. Each 
chamber contains ball-bearing and the furthermost 
ends each chamber are ground form seatings. 
One these fine-ground that when the ball 
cut-off. The other coarse-ground that, when 
the ball-bearing held position the magnet, 


2435. Investigations monomoiecular layers. 
VI. micro-pipette for the accurate measurement 
small quantities solutions materials 
volatile solvents. Kalousek, Schiitz and 
Lesse (Lehrstuhl physik. Chem., Charles’ Univ., 
Prague). Coll. Czech. Chem. Commun., 1958, 
(3), 533-535 (in German).—The most satisfactory 
device previously described for the accurate meas- 
urement small quantities solutions mono- 
molecular surface film investigations the capillary 
micro-pipette designed Blodgett (cf. Harkins 
and Anderson, Amer. Chem. Soc., 1937, 59, 
2189). The reproducibility this pipette reduced, 
however, when volatile solvents and very small 
capillary capacities are used. Errors result from 
adhesion the solution the capillary and 
vaporisation the solvent the tip. improved 
apparatus described which provides for the 
rinsing the capillary tip that the total contents 
the capillary are transferred the water surface. 
The apparatus, which shown diagrammatically, 
consists two adjacent reservoirs and filled 
with the solution applied and with pure 
solvent, respectively. capillary jet from 
directed the tip the calibrated capillary 
fitted and three drops pure solvent are 
ejected rinse the latter before and after applica- 
tion the solution the water surface. The 
liquids are forced from the capillaries means 
injection syringes. order test the apparatus, 
three series experiments were carried out (a) 
without rinsing, (b) with rinsing before application 
the solution only, and (c) with rinsing both 
before and after application. The probable errors 
estimated from the results were (a) (b) 
and (c) The difference between two con- 
secutive measurements was 


2436. Mercury-in-glass gas burette. 
Australia and New Zealand, Ltd., Melbourne, 
Australia). Instrum., 1957, (10), 410.— 
The system described eliminates the use taps. 
Gas from reservoir admitted via mercury cut- 
off the constant-vol. gas burette and its pressure 
noted. The mercury the cut-off raised and the 
mercury second cut-off which connects the 
upper end burette the reaction system 


Abstr. 2437-2444] 


lowered. raising the mercury the gas burette, 
the measured increment gas forced into the 
system. SKIRROW 


2437. Apparatus for the evaporation volatile 
solvents (in toxicology, analytical chemistry and bio- 
chemistry). Brisset (L’Ecole Nat. Méd. 
Pharm. Falsif., 1957, 50, 
simple apparatus for the removal and recovery 
volatile solvents described. The stem 
separating funnel, which extractions are 
carried out, passes through cork into funnel- 
shaped adapter. co-axial tube round the stem 
the adapter provided with side-arm the 
shape inverted cork the outer tube 
fits container (e.g., test-tube) which can 
immersed electrically heated bath. The 
lower liquid layer the separating funnel run 
controlled rate into the test-tube, where the solvent 
boils and distils via the side-arm through con- 
denser, and collected flask with second 
outlet carrying tube remove uncondensed 
vapour. For vacuum-distillation advisable 
replace the test-tube one with side-entrance 
through which passes capillary reaching the 
bottom the tube. The advantage the appar- 
atus that distillation can carried out safely 
with minimum supervision, and also that the solute 
concentrated and crystallised small bulk 
that final weighing, colorimetric estimation, etc., 
can made without its removal from the container. 


2438. Semi-micro hydrogenation with electrically 
generated hydrogen. Miller and DeFord 


(Dept. Chem., N.W. Univ., Evanston, 
Anal. Chem., 1958, (2), 


electrolysis The catalyst (platinum 
oxide 10°, palladium charcoal) reduced 
the apparatus before introduction the sample, 
and the generation gas automatically con- 
trolled, ceasing when hydrogenation complete. 
The current consumed measured electronic 
coulometer, which also operates recorder. 
constant room temp. and atmospheric pressure, 
factors affecting the accuracy hydrogenation are 
genated the procedure described with accur- 
acy and standard deviation 2%. The 
usual sample weight was the range mg, 
but samples small can handled with 


2439. Conical paper chromatography. Yoshinobu 
Osawa (Res. Inst. Tuberculosis, Japan Anti- 
Tuberculosis Tokyo). 1957, 180, 
705.—A circular filter-paper cut and shaped into 
cone. Spots the soln. developed are 
placed near the base, and the cone stood 
Petri dish solvent inside glass jar. 

ROBERTS 


2440. High-efficiency columns for the analysis 
hydrocarbons gas-liquid chromatography. 
Scott and Cheshire (Tech. Dept., 
Benzole Producers Ltd., Watford, England).— 
Nature, 1957, 180, are des- 
cribed for obtaining column efficiencies 12,000 


2441. Automatic recording gas-chromato- 
graphic analyses. Zmitko, Brodsky and 
Biza (Forschungsinst. fiir synth. Kautschuk, Gott- 
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waldov). Chem. Tech., Berlin, 1957, (8), 
459.—An apparatus described for gas-chromato- 
graphic analysis determining the heat conduc- 
tivity the components, with measuring and 
comparison cell coupled with recording millivolt- 
meter. The carrier gas (H) passed through the 
comparison cell the chromatographic column and 
finally the measuring cell. The column (6m 
jacket which thermostatically controlled. 
using mirror galvanometer and projecting light- 
ray intervals (controlled mercury switch) 
the mirror its reflections are allowed play 
rotating drum covered with photographic paper. 
The speed the carrier gas per min., and 
the gas pressure the apparatus (Hg). 
The method claimed accurate and sensitive 
even for mixtures with very close elution times and 
low concn. Recordings three mixtures are 
shown, containing air, methane, ethane, ethylene, 
propane, iso- and but-l-ene, and 
and illustration the set-up are given. 


2442. Apparatus for automatic evaluation 
chromatograms and electropherograms. 
and Mastner (Res. Inst. Food Technol., Prague). 
Chem. Listy, 1957, (9), 1773-1775.—A new 
integrating densitometer enables the spots 
chromatograms registered and quant. eval- 
uated. detailed description the apparatus 
given. influence the form the spots and 
the preparation the paper results dis- 
cussed; examples are given. 


See also Abstracts—2154, Apparatus for deter- 
mination gases titanium. Apparatus for 
chromatography amino acids. 


Optical 


2443. Quantitative X-ray diffraction analysis. 
Copeland and Bragg (Portland Cement 
Ass., Res. Development Lab., Chicago, 
U.S.A.). Anal. Chem., 1958, (2), 
general theory X-ray analysis based the theory 
Alexander and Klug (Anal. Chem., 1948, 20, 886) 
has been derived and used the basis several 
quant. procedures. The need for calibration curves 
can sometimes eliminated; superimposed lines 
may used and several components may deter- 
mined simultaneously. has been applied 
the determination calcium hydroxide the 
presence calcium silicate, with magnesium 
hydroxide the internal standard. was possible 


2444. Simple pulse spectrograph. Hansen 
Instrum., 1957, (10), from 
radiation detector are fed into oscilloscope 
which the saw-tooth time-base replaced one 
which the spot moves acceleration. The 
pulses appear bright dots concentrated towards 
the side the screen where the spot velocity low. 
Integration time-exposure photographic 
film (e.g., min., Kodak plus film) gives 
record which constant-density line graph 
pulse frequency vs. pulse height. Circuit details 
are given. SKIRROW 


2445. Emulsion calibration quantitative spectro- 
graphic analysis. stepped sector method and 
two-step sector method. Shoushiro Sakai and 
Yoshimasa Fujishiro (Gov. Chem. Ind. Res. Inst., 
Tokyo). Bunko Kenkyu, 1957, (3), 23-32.—A 
arc small background obtained putting 
iron globule the lower graphite electrode and 
making discharge with extremely small current 
between this iron globule and the upper carbon 
electrode. The illumination the slit kept 
uniform within the standard deviation 
along the slit 7-mm length. The fluctuation 
the sensitivity the photographic plate about 
the central region 6cm. Thus the 
accuracy the calibration curve estimated 
region transparency less than 15%. Finally the 
calibration curves are drawn for several lines 
sector gives more precise curves than the stepped 
sector, but the curves obtained have not proved 
consistent. CHEM. ABSTR. 


2446. Photomultiplier conversion the Unicam 
SP.500. Kendall and Smethem (Dunlop 
Res. Centre, Birmingham, England). 
Spectr. Gr. 1957, (10), are 
given simple modifications, which involve the 
incorporation photomultiplier, obtain 
improved performance. SKIRROW 


2447. Improved concave grating mounting. 
Johnson (Gen. Elec. Res. Lab., Schenectady, New 
York). Rev. Sci. Instrum., 1957, (10), 833-834.— 
The grating pivoted point displaced one 
side from its centre, that adjustment the 
grating-slit distance occurs simultaneously with 
wavelength adjustment. This arrangement gives 
improved focusing characteristics while retaining 
constant angle emergence the exit slit. 
Brief theoretical details are given. 


2448. Automatic wavelength marker and slit 
control for the Beckman spectral energy record- 
Dunning (Bureau Mines, U.S. Dept. the 
Interior, Bartlesville, Ohio, U.S.A.). Anal. Chem., 
1958, (2), 306-308.—The simple and inexpensive 
modification described overcomes some the 
limitations the spectral energy recording attach- 
ment that can now used for the rapid identi- 
fication samples and for fairly precise quant. 
work. 


2449. Accelerated spectrophotometry. 
Hartree (A.R.C. Unit Reprod. Physiol. and 
Biochem., Molteno Inst., Cambridge, England). 
Photoelect. Spectr. Gr. Bull., 1957, (10), 
procedure described for the rapid determination 
the absorption curves unstable compounds 
with non-automatic recording instruments. 

SKIRROW 


2450. Copy-recorder for use with infra-red spectro- 
meters. Meakins and Nelson (The 
Univ., Manchester, England). Chem. 
1957, (43), 1415-1416.—A non-electronic apparatus 
that produces copy the absorption data 
simultaneously with the original spectra described 
and illustrated. simple synchronous-link 
system based two coupled pairs 3-in. synchros 
that transmit the rotation the chart drum the 
spectrometer the drum the recorder. Copies 
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2445-2454 


(17-5 in. 5-5 in.) can obtained when the 
double-beam spectrometer in. spectra). 
The differences readings between originals and 
copies are and for frequency and 
absorption, respectively. BAKER 


2451. X-ray emission-spectrum analysis solid 
materials. Bock and Herrmann (Farb- 
werke Hoechst A.-G.). Angew. Chem., 1957, 
(20), 639.—In order incorporate internal 
standard with powdered material for spectral 
analysis, emulsification with liquid was investi- 
gated. Better repeatability was achieved than 
mixing the powders mortar pressing 
into tablets. The powdered sample (2g) and 
soln. the standard (10 are emulsified together, 
23g liquid paraffin, with anionic 
emulsifying agent, means perforated plunger 
soluble dye assists judging the homogeneity the 
mixture. BURGER 


2452. Spectrophotometry the far ultra-violet. 
Buell and Hansen (Dept. Biochem., 
Chicago Univ., U.S.A.). Science, 1957, 126, 
842.—The special requirements apparatus 
used over the range 195 230 are discussed, 
and suitable type spectrophotometer 


2453. Composite absorptiometry for the control 
laboratory. Examination calculating procedures 
and modification the Spekker absorptiometer for 
use with interference filters. Curry [Bragg 
1958, 88, preliminary the appli- 
cation composite spectrophotometric procedures 
control determinations multicomponent 
metallurgical samples which mixed colour 
analysed into its components monochromatic 
measurements wavelengths, investigation 
the graphical methods available for the solution 
simultaneous equations two more variables 
was made. the graphical methods considered, 
two were studied practically, viz, triangular net 
system and slide-rule principle. The errors 
several observers were examined statistically and 
there was difference between the best perform- 
ances the two systems. There was, however, 
general preference for the slide-rule method being 
less tiring. The net system has the advantage 
that the diagram can reproduced with loss 
Since the mercury vapour lamp the 
Spekker absorptiometer provides only limited 
choice lines, methods increasing the use the 
tungsten lamp were investigated. substitution 
500-W lamp (Ediswan for the 100-W 
lamp the necessary intensity was secured, but 
system flow-through water cells had intro- 
duced into the lamp house protect the optical 
system. The physical performance some inter- 
ference filters was investigated, and with these the 
modified Spekker absorptiometer gives the necessary 
monochromatic light with freedom choice 
wavelength. 


2454. Recording colorimeter for microchemical 
determinations. Solomon and Caton 
(Biophys. Lab., Harvard Med. School, Boston, 


Mass., U.S.A.). Anal. Chem., 1958, (2), 
apparatus described which permits rapid 
and accurate determinations absorption 
incorporates point source, a.c. 


samples. 


Abstr. 2455-2465) 


modulated detector and amplifier, and servo 
recorder. Five samples and blank 
accommodated the carriage. the region 
476 the coeff. variation range from 
for absorbance 0-041 0-2% for absorbance 
0-382. The instrument free from dark current. 
Five samples and blank can read within 200 
sec., and the results not depend the skill 


Electrical 


2455. determinations 
with Winkler electrodes. and 
Vukovié (Fac. Technol., Chem. Tech. Inst., 
Belgrade, Yugoslavia). Bull. Soc. Chim. 
1957, (4), standard Winkler-type 
electrode was modified for simplicity. The ordinary 
anode was replaced one comprising spiral 
platinum wire diam.) wound round 
capillary tube, and soldered the base the 
capillary that did not project below the base 
above the immersed part the cathode the 
surface the liquid. Preliminary tests with 
H,SO, were carried out determine the differences 
between the Fischer-type and the modified Winkler- 
type electrodes, and was found that, obtain the 
same result with the same current, the 
required for the modified electrode was twice that 
required for the Fischer-type electrode. When 
used for rapid gravimetric determinations Ag, 
Cu, Ni, and Cd, the modified electrode proved 
accurate, quick and reliable the Fischer- 
type electrode. Results obtained the determina- 
tion and were higher than those obtained 
with the Fischer-type electrode. 


2456. Apparatus for the continuous separation 
substances paper electrophoresis. Kowalczyk 
(Central Chemo-Bact. Lab. Med. Acad., 
Gdansk, Poland). Chem. Anal., Warsaw, 1957, 
(3), apparatus made hard poly- 
(vinyl chloride) and ensures constant intensity 
electric field, constant flow rate the electrolyte, 
equal quantity the test solution directed the 
paper, constant and constant temp. 


2457. The construction and use small and 
inexpensive apparatus for filter-paper electrophoresis. 
Rappaport, Eichhorn and (Beilinson 
Hosp., Petah Tikva, Israel). Clin. Chim. Acta, 
1957, (5), 390-396.—Construction the appar- 
atus and methods for serum proteins, lipids and 
cholesterol are described. 


2458. Apparatus for 
phoresis using thick-walled cylindrical cell. 
Watillon and Hautecler (Anal. Chem. Dept., 
Free Univ. Brussels, Belgium). Bull. Soc. 
thick-walled cell eliminates the necessity correct- 
ing for multiple refraction incident light. 


2459. densitometric adapter for direct plotting 
electrophoretic curves from paper strips. 
Palacky (Pediatric Dept., the County Hosp. 
Uh. Hradiste, Czechoslovakia). Experientia, 1957, 
(9), 377-379.—An adapter comprising two parts, 
one for densitometric measurement and the other 
for recording, described for operation with 
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Coleman Junior Spectrophotometer. The standard 
absorption panel replaced one that gives direct 
values protein concn. The electrophoretic and 
recording strips move simultaneously and protein 
concn, plotted directly the latter. The work 
with this apparatus quick and exact. 

NICHOLLS 


2460. Apparatus for continuous electrochromato- 
graphy. Strain (Argonne Nat. Lab., Lemont, 
U.S.A.). Anal. Chem., 1958, (2), 
The continuous separation various inorganic ions 
can carried out simple, efficient, adaptable 
and economical apparatus. The stabilisation med- 
ium for the flow the background electrolytic soln. 
tapered sheet soft, thick, industrial filter- 
paper supported block solidified polystyrene 
foam. Evaporation prevented loose curtain 
polystyrene sheeting. PRocTOR 


2461. Simple construction streaming mercury 
electrode. (Ind. Sch. Meat Technol., 
Prague). Potravin, 1957, (9), 493.—A 
new simple arrangement for oscillopolarographic 


2462. New universal electrode glass for meas- 
urements. Schwabe (Erich Miiller Inst., Tech. 
Hochschule, Dresden). Chem. Tech., Berlin, 1957, 
(10), properties are reported 
glass for universal glass electrode, the composition 
comprising alkali-oxide base containing mixture 
heavy metal oxides. The specific resistance 
0-24 percm. The glass can used 
temp. 100° and above, and the electrode function 


2463. compact unit for potentiometric and 
(Dept. Chem., Univ. Connecticut, Storrs, 
Analyst, 1958, 83, 56-57.—The transistor- 
operated arrangement described assembled mainly 
from radio components and suitable for normal, 
differential and titrimetry. 
High-resistance titration systems (e.g., those with 
the glass electrode) are excluded since the titrimeter 
draws current few from the system. The 
zero stable and the response closely linear. 

JONES 


2464. differential electrode 
system for potentiometric titration. Stock 
(Dept. Chem., Univ. Connecticut, Storrs, 
Analyst, 1958, 88, 57-59.—-The construc- 
tion the suction-operated micro-assembly 
described detail. are performed 
the usual way, preferably with conc. reagent. 
The device applicable variety acid base, 
oxidation reduction and pptn. titrations and vol. 
small can titrated. Examples are 
given the graphs obtained titrations aq. and 
non-aq. (glacial acetic acid) systems. 


2465. Simple method for automatic titration 
water determination. (Res. Inst. Agro- 
chem. Technol., Bratislava, Czechoslovakia). Chem. 
Zvesti, 1957, (7), simple arrangement 
described for the automatic determination H,O 
with the Karl Fischer method, where the galvano- 
meter replaced electromagnetic switch. 
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2466. Voltammetric behaviour the iron(II) 
potentiometric titrations constant current and 
titrations with two indicator electrodes. 
Kolthoff and Nightingale, jun. (Univ. 
Minnesota, Minneapolis, U.S.A.). Anal. Chim. 
Acta, 1957, (3), 329-338 (in English).—The 
soln. are irreversible rotating plati- 
num electrode during the flow current, the 
current potential curves deviating greatly 
from those calculated the basis reversibility. 
Titration curves for potentiometric titrations 
const. current with one two indicator electrodes 
can predicted with reasonable accuracy from the 
I-V curves. The accuracy such potentio- 
metric titration can increased increasing the 
size the electrode decreasing the current. 
The curves the couple platinum 
electrode coated with monomolecular film 
platinum oxide show approx. reversibility, whereas 
those clean electrode are highly irreversible. 
The couple highly irreversible H,SO,, even 
though the electrode coated with oxide film. 
Observed and calculated titration lines for ampero- 
metric titrations with two inert indicator electrodes 
are compared, and the effects the medium and the 
applied e.m.f. the shape the titration curves 
are discussed. BAKER 


2467. Polarisation voltage titrations. Vhilipp 
(Inst. Faserstoff-Forschung, Teltow-Seehof). 
Chem. Tech., 1957, (10), 581-583.—Ex- 
amples are given the application the polarisa- 
tion voltage technique the determination water 
non-aq. soln., the addition unsaturated 
compounds, argentimetric analysis, and acid 
base titrations non-aq. media (in the absence 
redox systems). Temp. 100° may used for 


2468. Conductimetric titrations high frequency 
with balanced circuit. Arvia and 
Brodersen (Inst. Fisica, Univ. Plata, 
Argentina). An. Asoc. Quim. Argentina, 1957, 
(1), 5-21.—The theory and experimental data are 
given for high-frequency conductimetric titrations 
with balanced circuit. The apparatus gives 
satisfactory titrations for concn. 

APLING 


2469. Preparation samples for 
the direct evaporation organic solutions. 
Tuck (U.K.A.E.A., Cumberland, England). 
Chim. Acta, 1957, (3), 271-274 (in English).—A 
thin deposit can prepared rapidly 
element organic solvent stainless-steel 
tray. Smooth evaporation assured applying 
temp. gradient across the tray heating the 
periphery electrically heated aluminium 
cylinder. dibutyl Carbitol 
butyl phosphate kerosine are the preferred 
solvents. The method gives good precision and 
suitable for semi-routine analyses, kick-sorting. 

BAKER 


2470. flow-through cell for use with scintillation 
counters. Greenfield (Wolverhampton and 
Staffordshire Coll. Technol., England). 
1958, 88, work involving the use 
(as H,SO,) was desired avoid 
counting counting pptd. BaSO, and was 
thought that scintillation counting technique 


2466-2475 


might suitable means with cell made 
phosphorescent material, the energy the weak 
being converted into light energy meas- 
ured with photomultiplier tube. This raised 
difficulties. The cell had orientated top 
the multiplier tube exactly the same position 
for each sample, silicone oil provide optical 
contact between cell and tube had dispensed 
semi-darkness, and the cell (made Pamelon) 
gave abnormal background counts after exposure 
light. These difficulties were overcome the use 
flow-through cell described. This placed 
inside the lead castle and filled means 
funnel. After the counting, the sample removed 
and the cell washed repeatedly with water 
means siphon arrangement until the background 
count normal. linear relationship between 
counting rates and concn. was obtained. 
JONES 


2471. Gas scintillation counter. Sayres and 
(Columbia Univ., New York). Rev. Sct. 
Instrum., 1957, (10), investigation 
the optimum design and operating conditions 
gas scintillation counters described. Under these 
conditions energy spread less than 
shown for SKIRROW 


2472. Use impulse discriminator attached 
detector for activation analysis. 
Chauvin and Lévéque (C.E.M. Saclay, 
France). Intern. Appl. Radiation and Isotopes, 
1956, 115-122; Rapp. Cent. Et. Nucl. Saclay, 
1957, No. 647.—The high energy y-emission 
24Na, and Th-C” used their radiometric 
estimation, specifically minerals, without their 
individual chemical separation. possible 
saturation with flux neutrons per per 
sec., and 100 Th, with precision 
the most favourable cases, but, general, 5%. 
Interfering elements and their removal are discussed. 

Prosser 


2473. well scintillation counter for improved 
volume efficiency. MacIntyre and 
Christie (Highland View Hosp., Cleveland, Ohio, 
Lab. Clin. Med., 1957, (4), 
The counter described suitable for volumes 
liquid between and and more efficient 
than conventional well counters for such volumes. 
may used where sedimentation (e.g., red 
blood cells clinical studies) takes place during 
measurement. SHaw 


2474. Facilities and techniques for analysis 
highly radioactive samples. Shank, 
Rein, Huff and Dykes (Phillips Pet. 
Co., Idaho Falls, U.S.A.). Anal. Chem., 1957, 
described include 
dilution sample, separation desired constituent, 
remote and in-line analysis. Examples are given 
two types remote facilities, one for research 
installations and the other for rapid routine analyses. 
Remote apparatus and in-line apparatus are 
described. 


2475. Gamma absorptiometer for solutions 
heavy-metal salts. Thurnau (E. 
Pont Nemours Co., Inc., Aiken, S.C., U.S.A.). 
Anal. Chem., 1957, (12), 1772-1774.—The 
apparatus described rugged and simple use. 


Abstr. 2476-2477] 


scintillation detector used measure the 
transmittance the soln. for y-rays from 
For concn. the range 100 per litre, appar- 
ent standard deviations better were 
obtained. 


2476. Low-field nuclear magnetic resonance spec- 
trometer. Mitchell and Eisner (A. and 
Coll. Texas, College Station, U.S.A.). Rev. Sci. 
1957, (8), 624-628.—The instrument 
operates with field gauss obtained with 
battery-powered end-corrected solenoid. resolu- 
tion microgauss gauss and microgauss 
gauss for 30-ml sample given. Detection 
twin-T bridge and synchronous detector. 


TECHNIQUE AND LABORATORY APPARATUS 


The results relaxation-time measurements for 
ethanol water mixtures are given. SKIRROW 


2477. Mass-spectrometric 
ethers. McLafferty (Dow Chemical Co., 
Midland, Mich., U.S.A.). Anal. Chem., 1957, 
(12), 1782-1789.—The use the mass spectrometer 
for identification, structure determination and 
analysis demonstrated correlating the spectra 
saturated aliphatic ethers. The spectra are 
similar those alcohols and amines. 

Proctor 


See also Recorder for radiation 
from and 


(1958) issue, abstract 428, line For read 
May (1958) issue, abstract 1436, line For pp.” read 


Abstract 1495, line 


June (1958) issue, abstract 1859, line For read 


ABBREVIATIONS 


Certain abbreviations everyday use are not included the following list. When any 
doubt might arise from the use abbreviation symbol the word printed full. 


British thermal unit molar (concentration) 
calorie (large) molecul-e, -ar 

calorie (small) normal (concentration) 
centimetre optical rotation 
coefficient ounce 
parts per million 
percent. 
per cent. (vol. vol.) 
per cent. (wt. vol.) 


concentrated 
concentration 
constant 
corrected 
crystalline 
crystallised 

cubic 
current density 
cycles per second 
density, relative 
dilute qualitative, -ly 
direct current quantitative, -ly 


potential 
precipitate (as noun) 


preparation 


distilled 
ethylenediaminetetra-acetic refractive index 
acid 
electromotive 
equivalent 
gram 
gram-molecule 


relative band speed 
relative humidity 
revolutions per minute 
saponification value 
saturated calomel electrode 
second (time) 
solution 


. 
. 


half-wave 
hour 

hydrogen ion exponent 
infra-red 

insoluble 
international unit 
kilogram 
kilovolt 
kilowatt 

liquid 
maxim-um,-a 
m.p. 
microlitre 

micromole pmole wavelength 


specific gravity 
specific rotation. 
square centimetre 
standard temp. and pressure 
temperature 
ultra-violet 

vapour density 

vapour pressure. 


addition, the following symbols may used conjunction with numerical values 
mathematical expressions— 


The principal Pharmacopoeias are denoted B.P., U.S.P. D.A.B., together with the 
identifying roman numeral year. 


Valency states are represented roman numeral, ¢.g., Substances 


the ionic state are represented Fe*+, etc., for cations and 
for anions. 


milli-equiv. 
min. 
(w/v) 
(w/w) 

ppt. 

pptd. 
prep. 
qual. 
quant. 

recryst. 
sap. val. 

sec, 

soln. 
gr. 
sq. 
s.t.p. 
temp. 
u.v. 


Abstr. TECHNIOUE AND LABORATORY APPARATUS 


scintillation detector used measure the results relaxation-time measurements for 
transmittance the soln. for from water mixtures are given. SKIRROW 
concn. the range 100 per appar- 
ent standard deviations better were Mass-spectrometric analysis. Aliphatic 
Midland, Mich., U.S.A Anal. Chem., 1957, 29 


2476. Low-field nuclear magnetic resonance spec- 12), The use the mass spectrometer 
trometer. Kk. W. Mitchel! and M. Eisner (A. and M for identification, structure determination and 


Coll. of Texas, Col tation, U.S.A Tee ilvsis is demonstrated by correlating the spectra 
Instrum., 1957, 28 (Ss 624 628 The instrument of 25 saturated aliphatic ethers. Lhe spectra are 
battery-powered end-corrected solenoid resolu 
tion of 10 microgauss at 12 gauss and 20 mic1 
at 43 gauss for a 30 ample is given Detection i va 2149 | wlatior 
is by a twin-T bridge and synchronous detector from '4C and - 
May (1958 f bstract 1436, line 4.) foo py vea 33. 64 


June (1958) issue, abstract 1859, line mangane 


alternating current 
ampere 

Angstrém unit 
anhydrous 
approximate, -ly 
aqueous 
atmospher-e, -ic. 
boiling-point 

British thermal unit 
calorie (large) 
calorie (small) 
centimetre 
coefficient 
concentrated 
concentration. 


constant . 
corrected 
crystalline 
crystallised 
cubi 
current density 
cycles per second 
density 
density, relative 
dilute 
direct current 
distilled 
ethylenediaminetetra-acetic 
acid 
electromotive force 
equivalent 
gram 
gram-molecule 
half-wave 
hour 
hydrogen ion exponent 
infra-red 
insoluble 
international unit 
kilogram . ‘ 
kilovolt 
kilowatt 


liquid 
maxim-um, 
melting-point 
microgram 
microlitre 

micromole 

micron 
milliampere 


a.c. 
amp. 

anhyd. 
approx. 
aq. 
atm. 
b.p. 
B.Th.U. 
kg-cal. 
g-cal. 
coeff. 
conc. 
concn, 
const. 
(corr.) 
cryst. 
cu. 

c/s 

dil. 

d.c. 
dist. 


EDTA 
equiv. 

mole 

hr. 


pmole 


ABBREVIATIONS 


Certain abbreviations everyday use are not included the following list. 
doubt might arise from the use abbreviation symbol the word printed full. 


milli-equivalent 


milligram 


millimicrogram 

millivolt 

minute (time) 
molar (concentration) 
molecul-e, 
normal (concentration) 
optical rotation 
ounce 
parts per million 
percent. 

per cent. (vol. vol.) 
per cent. (wt. vol.) 
per cent. (wt. wt.) 
potential 
precipitate (as noun) 


precipitated 
preparation 
qualitative, -ly 
quantitative, -ly 
refractive index 
relative band 
relative humidity 


revolutions per minute 
saponification 


saturated calomel electrode. 


second (time) 


soluble 

specific gravity 
specific rotation. 
square centimetre 


. 


standard temp. and pressure 


temperature 
ultra-violet 
vapour density 
vapour pressure. 


volt 
volume 
watt 
wavelength 
weight 


min, 

oz 
p-p-m. 

% (w/v) 
(w/w) 
ppt. 
pptd. 
pptg. 
pptn. 
prep. 
quant. 
recryst. 


r.p.m. 
sap. val. 
sec. 

sol. 
soln. 


s.t.p. 
temp. 

vol 


wt. 


addition, the following symbols may used conjunction with numerical values 
mathematical expressions— 


greater than 
not greater than 
proportional 


less than 
not less than 


the order of, approximately 


RA A 


The principal Pharmacopoeias are denoted B.P., U.S.P. D.A.B., together with the 
identifying roman numeral year. 


Valency states are represented superscript roman numeral, e.g., Substances 


the ionic state are represented Nat, Fe*+, etc., for cations and Cl-, 


etc., for anions. 


When any 
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